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(54) Title: CHEMICALLY PRODUCED TONER AND PROCESS THEREFOR 

(57) Abstract: A toner for developing an electrostatic image comprising toner particles which include a binder resin, a wax and a 
colorant, wherein the wax has a melting point of between 50 and 150 °C, the wax exists in the toner particles in domains of 2 um 
or less mean particle size and (a) the mean circularity of the toner particles as measured by a Flow Particle Image Analyser is at 
least 0.90; and (b) the shape factor, SF1, of the toner particles is at most 165. A process for the manufacture of said toner which 
comprises the following steps: providing a latex dispersion; providing a wax dispersion; providing a colorant dispersion; mixing the 
latex dispersion, wax dispersion and colorant dispersion; and causing the mixture to flocculate. 
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CHEMICALLY PRODUCED TONER AND PROCESS THEREFOR 

Field of the invention 

This invention relates to toners for use in the formation of electrostatic images, 
5 their process of manufacture, processes using them and to toner apparatus and 
components incorporating them. It further relates to any electroreprographic apparatus, 
component of the apparatus and consumable for use with the apparatus, which comprises 
such a toner, and to methods of manufacturing of such electroreprographic apparatus, 
components and consumables. 

10 

Background of the invention 

Toners for development of an electrostatic image are conventionally produced by 
melt kneading of a pigment, resin and other toner ingredients, followed by pulverisation. 
Classification is then needed to generate an acceptably narrow particle size distribution. 

15 Recently attention has been focussed on chemical routes to toners, where a 

suitable particle size is not attained by a milling process, which avoid the need for a 
classification step. By avoiding the classification step, higher yields can be attained, 
especially as the target particle size is reduced. Lower particle size toners are of 
considerable interest for a number of reasons, including better print resolution, lower pile 

20 height, greater yield from a toner cartridge, faster or lower temperature fusing, and lower 
paper curl. 

Several routes to chemical toners have been exemplified. These include 
suspension polymerisation, solution-dispersion processes and aggregation routes. 
Aggregation processes offer several advantages including the generation of narrow 

25 particle size distributions, and the ability to make toners of different shape. The toner 
shape is particularly important in toner transfer from the organic photoconductor (OPC) to 
the substrate, and in cleaning of the OPC by a blade cleaner. 

Several aggregation processes have been reported. US 4996127 (Nippon 
Carbide) reports a process in which black toner particles are grown by heating and stirring 

30 resin particles made by emulsion polymerisation with a dispersion of carbon black, where 
the resin contains acidic or basic polar groups. Numerous patents from Xerox (e.g. US 
5418108) describe a flocculation process where particles stabilised by anionic surfactants 
are mixed with particles stabilised by cationic surfactants (or where a cationic surfactant is 
added to particles stabilised by an anionic surfactant). US 5066560 and US 4983488 

35 (Hitachi Chemical Co.) describe emulsion polymerisation in the presence of a pigment, 
followed by coagulation with an inorganic salt, such as magnesium sulphate or aluminium 
chloride. The applicants' own patent applications WO 98/50828 and WO 99/50714, 
describe aggregation processes in which a surfactant used to stabilise the latex (i.e. the 
aqueous dispersion of the resin) and pigment is converted by a pH change from an ionic 

40 to a non-ionic state, so initiating flocculation. 
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To form a permanent image on the substrate, it is necessary to fuse or fix the toner 
particles to the substrate. This is commonly achieved by passing the unfused image 
between two rollers, with at least one of the rollers heated. It is important that the toner 
does not adhere to the fuser rollers during the fixation process. Common failure modes 
5 include paper wrapping (where the paper follows the path of the roller) and offset (where 
the toner image is transferred to the fuser roller, and then back to a different part of the 
paper, or to another paper sheet). One solution to these problems is to apply a release 
fluid, e.g. a silicone oil, to the fuser rollers. However this has many disadvantages, in that 
the oil remains on the page after fusing, problems can be encountered in duplex (double- 

10 sided) printing, and the operator must periodically re-fill the oil dispenser. These problems 
have led to a demand for so-called "oil-less" fusion, in which a wax incorporated in the 
toner melts during contact of the toner with the heated fuser rollers. The molten wax acts 
as a release agent, and removes the need for application of the silicone oil. 

There are many problems associated with the inclusion of wax in a toner. Wax 

15 present at the surface of the toner may affect the triboelectric charging and flow 
properties, and may reduce the storage stability of the toner by leading to toner blocking. 
Another problem frequently encountered is filming of the wax onto the metering blade and 
development rollers (for mono-component printers) or the carrier bead (for dual- 
component printers or copiers), and onto the photoconductor drum. Where contact 

20 charging and/or contact development are employed, and where cleaning blades or rollers 
are used, these can place an extra stress on the toner and make it more prone to filming. 
If the wax is not well dispersed in the toner problems with transparency in colour toners 
can be found, and high haze values result. With conventional toners, prepared by the 
extrusion/pulverisation route, it has only proved possible to introduce relatively small 

25 amounts of wax without encountering the above problems. 

With colour toners, the demands on the toner to achieve oil-less release are much 
more severe than with monochrome printing. As typically four colours are used in full- 
colour printing, the mass of toner which can be deposited per unit area is much higher 
than with black printing. Print densities of up to around 2 mg/cm 2 may be encountered in 

30 colour printing, compared with about 0.4-0.7 mg/cm 2 in monochrome prints. As the layer 
thickness increases it becomes more difficult to melt the wax and obtain satisfactory 
release at acceptable fusion temperatures and speeds. Of course it is highly desirable to 
minimise the fusion temperature, as this results in lower energy consumption and a longer 
fuser lifetime. With colour printing it is also important that prints show high transparency. 

35 In addition it is necessary to be able to control the gloss level. Inclusion of waxes in colour 
toners can have detrimental effects on transparency, and can make it difficult to reach 
higher gloss levels. 

The efficiency of wax melting can be increased by reducing the wax melting point. 
However this often leads to increased storage stability problems, and in more pronounced 
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filming of the OPC or metering blade. The domain size of the wax is also important, as this 
affects the release, storage stability and transparency of the toner. 

The release properties of the toner can also be affected by the molecular weight 
distribution of the toner, i.e. the resin thereof. Broader molecular weight distribution toners, 

5 which include a proportion of higher molecular weight (or alternatively cross-linked resin), 
generally show greater resistance to offset at higher fusion temperatures. However, when 
large amounts of high molecular weight resins are included, the melt viscosity of the toner 
increases, which requires a higher fusion temperature to achieve fixation to the substrate 
and transparency. The haze values of the prints will then vary considerably with fusion 

10 temperature, with unacceptably high values at low fusion temperatures. Haze may be 
assessed using a spectrophotometer, for example a Minolta CM-3600d, following ASTM D 
1003. 

Therefore the requirements for achieving an oil-less fusion colour system are 
severe. It is necessary to achieve a reasonably low fusion temperature, with an 
15 acceptably wide release temperature window, including with high print densities. The 
prints must show good transparency with controllable gloss. The toner must not show 
blocking under normal storage conditions, and must not lead to filming of the OPC or 
metering blade. 

In addition it is important that the quality of the prints is maintained over a long 

20 print run, and that the toner is efficiently used. To achieve these goals there must be little 
development of the non-image areas of the photoconductor (OPC) and the toner must 
show a high transfer efficiency from the photoconductor to the substrate (or to an 
intermediate transfer belt or roller). If the transfer efficiency is close to 100% it is possible 
to avoid the need for a cleaning step, where residual toner is removed from the 

25 photoconductor after transfer of the image. However many electrophotographic devices 
contain a mechanical cleaning device (such as a blade or a roller) to remove any residual 
toner from the photoconductor. Such residual toner may arise either from development of 
the non-image areas of the photoconductor, or from incomplete transfer from the 
photoconductor to the substrate or intermediate transfer belt or roller. A high transfer 

30 efficiency is especially important for colour devices, where sometimes more than one 
transfer step is required (for example from the photoconductor to a transfer belt or roller, 
and subsequently from the transfer belt or roller to the substrate). 

It is known in the art that the shape of the toner can have a pronounced effect on 
its transfer and cleaning properties. Toners prepared by conventional milling techniques 

35 tend to have only moderate transfer efficiencies due to their irregular shape. Spherical 
toners may be prepared by chemical routes, such as by suspension polymerisation or by 
latex aggregation methods. These toners can transfer well, but the efficiency of cleaning 
with mechanical cleaning devices such as cleaning blades is low. 

It is therefore desirable to produce a toner which can satisfy many requirements 

40 simultaneously. The toner should be capable of fixing to the substrate at low temperatures 
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by means of heated fusion rollers where no release oil is applied. The toner should be 
capable of releasing from the fusion rollers over a wide range of fusion temperatures and 
speeds, and over a wide range of toner print densities. To achieve this it is necessary to 
include a wax or other internal release agent in the toner. This release agent must not 
5 cause detrimental effects on storage stability, print transparency or toner charging 
characteristics, and must not lead to background development of the photoconductor 
(OPC). It must also not lead to filming of the metering blade or development roller (for a 
mono-component device) or the carrier bead (for a dual- component device), or of the 
photoconductor. In addition the shape of the toner must be controlled so as to give high 

10 transfer efficiency from the photoconductor to the substrate or intermediate transfer belt or 
roller, and from the transfer belt or roller (where used) to the substrate. If a mechanical 
cleaning device is used the shape of the toner must also be such as to ensure efficient 
cleaning of any residual toner remaining after image transfer. 

Several patents exemplify aggregation processes where a single latex, made by a 

15 one-stage emulsion polymerisation process, is aggregated with a wax dispersion. 
Examples where a system based on counterionic surfactants (i.e. an anionic and a 
cationic surfactant) is used include US 5994020 and US 5482812 (both to Xerox). 
Examples where an inorganic coagulant is used include US 5994020, US 6120967, US 
6268103 and US 6268102 (all to Xerox). Mixed inorganic and organic coagulants are 

20 used in US 6190820 and US 6210853 (both to Xerox). US 4996127 (Nippon Carbide) 
exemplifies a process in which a latex containing an acidic-functional group is heated and 
stirred with a wax dispersion and carbon black to grow aggregate toner particles. 

US 5928830 (Xerox) discloses a two stage emulsion polymerisation to make a 
core shell latex. The shell is made generally of higher molecular weight and/or Tg than the 

25 core. The latex is then mixed with pigment and flocculated through use of counterionic 
surfactants. Inclusion of wax is not exemplified. 

US 5496676 (Xerox) discloses use of blends of different latexes with different 
molecular weight to increase the fusion latitude. Each latex is made by a single stage 
polymerisation. Toners were made by flocculating the mixed latexes with a pigment 

30 dispersion containing a counterionic surfactant. Inclusion of wax is not exemplified. 

In US 5965316 (Xerox) encapsulated waxes are made by carrying out the 
emulsion polymerisation in the presence of a wax dispersion. These emulsion polymers 
containing wax are mixed with non wax containing latexes of similar molecular weight, and 
toners made using a counterionic flocculation route. 

35 JP 2000-35690 and JP 2000-98654 describe aggregation processes where a non- 

ionically stabilised dispersion of an ester-type wax is aggregated with mixed polymer 
emulsions of different molecular weight. 

US 5910389, US 6096465 and US 6214510 (Fuji Xerox) disclose blends of resins 
with different molecular weights, incorporating hydrocarbon waxes of melting point ~ 

40 85°C. US 6251556 (Fuji Xerox) also discloses blends of resins, as well as a two stage 
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emulsion polymerisation to make a core shell latex. The only wax which is incorporated is 
a high melting point (160 °C) polypropylene wax. 

Control over the toner particle shape in aggregation processes has been 
demonstrated. US 5501935 and US 6268102 (Xerox) both exemplify spherical particles. 

5 Toners which are non-spherical, but have low shape factors are disclosed in US 6268103 
(Xerox); US 6340549, US 6333131, US 6096465, US 6214510 and US 6042979 (Fuji 
Xerox); and US 5830617 and US 6296980 (Konica). Advantages of lower shape factors in 
improving transfer efficiency are shown in US 6214510 and US 6042979 (Fuji Xerox) and 
US 5830617 (Konica). Other references which disclose shape factors of toners are US 

10 5948582, US 5698354, US 5729805, US5895151, US 6308038, US 5915150 and US 
5753396. However, none of these references discloses a toner for use in a mono- 
component electroreprographic apparatus which is capable of demonstrating: release 
from oil-less fusion rollers over a wide range of fusion temperature and print density; high 
transparency for OHP slides over a wide range of fusion temperature and print density; 

15 high transfer efficiency and the ability to clean any residual toner from the photoconductor, 
and the absence of filming of the metering blade, development roller and photoconductor 
over a long print run. 



Summary of the invention 

20 Therefore, obtaining a suitable toner, and a process for making it, which meets all 

the above requirements is difficult and requires careful selection of the many possible 
components and parameters, each of which has constraints imposed on its physical and 
chemical properties by the final parameters of the system. 

According to the present invention there is provided a toner for developing an 

25 electrostatic image comprising toner particles which include a binder resin, a wax and a 
colorant, wherein the wax has a melting point of between 50 and 150°C, the wax exists in 
the toner particles in domains of 2 pm or less mean particle size and (a) the mean 
circularity of the toner particles as measured by a Flow Particle Image Analyser is at least 
0.90; and (b) the shape factor, SF1, of the toner particles is at most 165. 

30 The mean circularity of the toner particles as measured by a Flow Particle Image 

Analyser is preferably at least 0.93, more preferably at least 0.94. The mean circularity of 
the toner particles is preferably less than 0.99. A particularly preferred range is 0.94-0.96. 

The shape factor, SF1(as hereinafter defined), of the toner particles is preferably 
at most 155, more preferably at most 150, still more preferably at most 145. SF1 is 

35 preferably at least 105. A particularly preferred range of SF1 is from 130 to 150 and most 
particularly preferred is from 135 to 145. 

The shape factor, SF2 (as hereinafter defined), of the toner particles is preferably 
at most 155, more preferably at most 145, even more preferably at most 140, still even 
more preferably at most 135. SF2 is preferably at least 105. A particularly preferred range 

40 of SF2 is from 120-140, and most particularly preferred is 125-1 35. 
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The smoothness of the toner after the coalescence stage may be assessed by 
measuring the surface area of the toner, for example by the BET method. It is preferred 
that the BET surface area of the unformulated toner is in the range 0.5-2.0 m 2 /g, 
preferably 0.6-1.3 m 2 /g, more preferably 0.7-1.1 m 2 /g, still more preferably 0.9-1.0 m 2 /g. 
5 By unformulated is meant the toner prior to any optional blending with surface additives. 

The average size of the toner particles is preferably in the range from 4-1 0pm. 

Toner having the above shape properties has been found to have high transfer 
efficiency from the photoconductor to a substrate (or to an intermediate transfer belt or 
roller), in some cases close to 100% transfer efficiency. 
10 We have found that it is possible to incorporate wax in relatively high amounts 

(e.g. about 5-15 wt%) without problems of blocking or filming, and without adverse effects 
on toner flow or tribocharge, or on print transparency. The wax is present in the toner in 
domains of mean diameter 2pm or less, preferably 1.5pm or less. Preferably, the wax 
domains are of mean diameter 0.5pm or greater. Preferably the wax is not substantially 
15 present at the surface of the toner. The relatively high wax levels allow oil-less release 
even at high print densities, without requiring excessive amounts of high weight average 
molecular weight (M w ) resin. This allows fixation at low temperatures, and high 
transparency across a range of fusion temperatures. 

The resin may have a ratio of weight average molecular weight (Mw) to number 
20 average molecular weight (Mn) of at least 3, preferably at least 5, more preferably at least 
10. 

Preferably, to achieve satisfactory oil-less release at high temperatures, the 
polymer chains present in the binder resin encompass a wide range of molecular weights. 
This can be achieved either by mixing resin particles of widely different molecular weight, 

25 or by synthesising a latex (i.e. an aqueous dispersion of resin) for preparing the binder 
resin, e.g. by an aggregation process, containing a broad molecular weight distribution. A 
combination of both approaches can be used. 

Latexes for preparing the binder resin may be made by polymerisation processes 
known in the art, preferably by emulsion polymerisation. The molecular weight can be 

30 controlled by use of a chain transfer agent (e.g. a mercaptan), by control of initiator 
concentration or by heating time. Preferably, the binder resin is prepared from at least one 
latex containing a resin having a monomodal molecular weight distribution and at least 
one latex containing a resin having a bimodal molecular weight distribution. By a resin 
with a monomodal molecular weight distribution is meant one in which the gpc spectrum 

35 shows only one peak. By a resin with a bimodal molecular weight distribution is meant one 
where the gpc chromatogram shows two peaks, or a peak and a shoulder. Latexes with a 
bimodal molecular weight distribution may be made using a two-stage polymerisation. 
Preferably a higher molecular weight resin is made first, then in a second stage, a lower 
molecular weight resin is made in the presence of the first resin. As a result, a bimodal 

40 molecular weight distribution resin is made containing both low and high molecular weight 
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resins. This may then be mixed with a monomodal low molecular weight resin. In a further 
aspect of the invention, three latexes can be used, where preferably at least two of these 
are of resins which show bimodai molecular weight distributions. In a further preference, 
the second bimodai resin in the latexes is of higher molecular weight than the first. 
5 Preferably, the monomodal molecular weight resin contained in the latex is a low 

molecular weight resin and has a number average molecular weight of from 3000 to 
10000, more preferably from 3000 to 6000. Where the binder resin is prepared from one 
bimodai resin contained in a latex (in addition to the monomodal resin in a latex), the 
bimodai resin preferably has a weight average molecular weight of from 100,000 to 

10 500,000, more preferably from 200,000 to 400,000. Where the binder resin is prepared 
from more than one bimodai resin contained in a latex (in addition to the monomodal resin 
in a latex), one bimodai resin may optionally have a weight average molecular weight from 
500,000 to 1,000,000 or more (e.g. in addition to the bimodai resin having a weight 
average molecular weight of from 100,000 to 500,000). 

15 The higher molecular weight resins may also contain cross-linked material by 

inclusion of a multifunctional monomer (e.g. divinylbenzene or a multi-functional acrylate) 

It is preferred that the overall molecular weight distribution of the toner resin shows 
Mw/Mn of 3 or more, more preferably 5 or more, most preferably 10 or more. The Tg of 
each resin is preferably from 30 to 100 °C, more preferably from 45 to 75 °C, most 

20 preferably from 50 to 70 °C. If the Tg is too low, the storage stability of the toner will be 
reduced. If the Tg is too high, the melt viscosity of the resin will be raised, which will 
increase the fixation temperature and the temperature required to achieve adequate 
transparency. It is preferred that all the components in the resin have a substantially 
similar Tg. 

25 The resin may include one or more of the following preferred monomers for 

emulsion polymerisation: styrene and substituted styrenes ; acrylate and methacrylate 
alkyl esters (e.g. butyl acrylate, butyl methacrylate, methyl acrylate, methyl methacrylate, 
ethyl acry\ate or methacrylate, octyl acrylate or methacrylate, dodecyl acrylate or 
methacrylate etc.) ; acrylate or methacrylate esters with polar functionality, for example 

30 hydroxy or carboxylic acid functionality, hydroxy functionality being preferred (particularly 
2-hydroxyethyl acrylate, 2-hydroxyethyl methacrylate, or hydroxy-terminated poly(ethylene 
oxide) acrylates or methacrylates, or hydroxy-terminated poly(propylene oxide) acrylates 
or methacrylates), examples of monomers with carboxylic acid functionality including 
acrylic acid and beta-carboxyethylacrylate ; vinyl type monomers such as ethylene, 

35 propylene, butylene, isoprene and butadiene ; vinyl esters such as vinyl acetate ; other 
monomers such as acrylonitrile, maleic anhydride, vinyl ethers. The binder resin may 
comprise a co-polymer of two or more of the above monomers. 

Preferred resins are copolymers of (i) a styrene or substituted styrene, (ii) at least 
one alkyl acrylate or methacrylate and (iii) an hydroxy-functional acrylate or methacrylate. 
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The resin may be prepared from the following, not used in emulsion 
polymerisation: dispersions of polyesters, polyurethanes, hydrocarbon polymers, silicone 
polymers, polyamides, epoxy resins etc. 

Preferably, the latex as above described is a dispersion in water. Optionally for a 
5 preferred process, the latex dispersion further comprises an ionic surfactant; preferably 
the surfactant present on the dispersions contains a group which can be converted from 
an ionic to a non-ionic form by adjustment of pH. Preferred groups include carboxylic 
acids or tertiary amines. Preferably, the ionic surfactant has a charge of the same sign 
(anionic or cationic) as that of the surfactant used in the wax and colorant dispersions 
10 described below. Optionally a non-ionic surfactant may also be incorporated into the latex 
dispersion. 

The wax should have a melting point (mpt) (as measured by the peak position by 
differential scanning calorimetry (dsc)) of from 50 to 150°C, preferably from 50 to 130°C, 
more preferably from 50 to 110 °C, especially from 65 to 85 °C. If the mpt is >150°C the 

15 release properties at lower temperatures are inferior, especially where high print densities 
are used. If the mpt is <50°C the storage stability of the toner will suffer, and the toner 
may be more prone to showing filming of the OPC or metering blade. 

In a further embodiment of the invention, for preparing the toner, the wax is made 
as a dispersion in water, preferably stabilised with an ionic surfactant. The ionic surfactant 

20 is selected from the same classes as described above for the latex dispersion; preferably, 
the ionic surfactant has the same sign (anionic or cationic) as the surfactant used for the 
latex dispersion described above and the colorant dispersion described below. The mean 
volume particle size of the wax in the dispersion is preferably in the range from 100nm to 
2 [Jim, more preferably from 200 to 800 nm, most preferably from 300 to 600 nm, and 

25 especially from 350 to 450 nm. The wax particle size is chosen such that an even and 
consistent incorporation into the toner is achieved. 

The wax should be present in the toner in domains, where the mean size of the 
domains is at most 2 pm, preferably 1.5 pm or less. If the mean size of the wax domains 
is > 2 pm, the transparency of the printed film may be reduced, and the storage stability 

30 may decrease. The particle size values given are those measured by a Coulter LS230 
Particle Size Analyser (laser diffraction) and are the volume mean. 

The wax may comprise any conventionally used wax. Examples include 
hydrocarbon waxes (e.g. polyethylenes such as Polywax™ 400, 500, 600, 655, 725, 850, 
1 000, 2000 and 3000 from Baker Petrolite; paraffin waxes and waxes made from CO and 

35 H 2 , especially Fischer-Tropsch waxes such as Paraflint™ C80 and H1 from Sasol; ester 
waxes, including natural waxes such as Carnauba and Montan waxes; amide waxes; and 
mixtures of these. Hydrocarbon waxes are preferred, especially Fischer-Tropsch and 
paraffin waxes. It is especially preferred to use a mixture of Fischer-Tropsch and 
Carnauba waxes, or a mixture of paraffin and Carnauba waxes. 
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The amount of wax incorporated in the toner is preferably from 1 to 30 wt% based 
on the total weight of the base toner composition (i.e. the toner particles prior to any 
blending with a surface additive), more preferably from 3 to 20 wt%, especially from 5 to 
15 wt%. If the level of wax is too low, the release properties will be inadequate for oil-less 
5 fusion. Too high a level of wax will reduce storage stability and lead to filming problems. 
The distribution of the wax through the toner is also an important factor, it being preferred 
that wax is substantially not present at the surface of the toner. 

Advantageously, the toner is capable of fixing to the substrate at low temperatures 
by means of heated fusion rollers where no release oil is applied and is capable of 

10 releasing from the fusion rollers over a wide range of fusion temperatures and speeds, 
and over a wide range of toner print densities. Furthermore, it has been found that the 
toner according to the invention does not lead to background development of the 
photoconductor (OPC) and does not lead to filming of the metering blade or development 
roller (for a mono-component device) or the carrier bead (for a dual- component device), 

15 or of the photoconductor. 

Advantageously, the haze values of prints using the toner of the invention do not 
vary considerably with fusion temperature. Haze may be assessed using a 
spectrophotometer, for example a Minolta CM-3600d, following ASTM D 1003. Preferably, 
the haze at a print density of 1.0 mg/cm 2 is below 40, preferably below 30, and the ratio of 

20 the values at fusion temperatures of 130 and 160°C is preferably at most 1.5, more 
preferably at most 1 .3 and most preferably at most 1 .2. 

Accordingly, the invention in another aspect provides a process for forming an 
image, the process comprising developing an electrostatic image using a toner according 
to the invention, wherein the haze at a print density of 1.0 mg/cm 2 is below 40, and the 

25 ratio of the values at fusion temperatures of 130 and 160°C is at most 1.5 , preferably at 
most 1.3 and more preferably at most 1.2. The fusion speed in the process may be at 
least 10 A4 size pages per minute, preferably at least 20 A4 pages per minute. 

The colorant is preferably present in an amount from 1-15 wt% of the total base 
toner composition (i.e. the toner particles prior to any blending with a surface additive), 

30 more preferably 1.5-10 wt%, most preferably 2-8 wt%. These ranges are most applicable 
for organic, non-magnetic pigments. If, e.g., magnetite was used as a magnetic 
filler/pigment, the level would typically be higher. Preferably the colorant comprises a 
pigment or blend of pigments. Any suitable pigment can be used, including black and 
magnetic pigments. For example carbon black, magnetite, copper phthalocyanine, 

35 quinacridones, xanthenes, mono- and dis-azo pigments, naphthols etc. Examples include 
Pigment Blue 15:3, Red 31, 57, 81, 122, 146, 147 or 184; Yellow 12, 13, 17, 74, 180 or 
185. Preferably, in an embodiment for preparing the toner, the colorant is milled with an 
ionic surfactant, and optionally a non-ionic surfactant until the particle size is reduced, 
preferably to <300 nm, more preferably <100 nm. In full colour printing it is normal to use 

40 yellow, magenta, cyan and black toners. However it is possible to make specific toners for 
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spot colour or custom colour applications. When the colorant is milled with an ionic 
surfactant, the surfactant is preferably selected from the same classes of surfactant 
described above for the latex (binder resin) and the wax; more preferably the surfactant 
has the same sign as both the surfactants used above. The colorant dispersion is also 
5 preferably a dispersion in water. 

The toner as described above may additionally optionally comprise a charge 
control agent (CCA); preferably the charge control agent has been milled with the 
colorant. Suitable charge control agents are preferably colourless, however coloured 
charge control agents may be used. Preferably, they include metal complexes, more 
10 preferably aluminium or zinc complexes, phenolic resins etc. Examples include Bontron™ 
E84, E88, E89 and F21 from Orient; Kayacharge N1, N3 and N4 from Nippon Kayaku; 
LR147 from Japan Carlit; TN-105 from Hodogaya. These can be milled in a similar 
manner to the pigment. Where the CCA is added externally, a suitable high-speed blender 
may be used, e.g. a Nara Hybridiser. Alternatively, the CCA may be added as part of the 
15 pre-flocculation mixture, preferably as a wet cake. 

The toner may have one more surface additives, as described below, e.g. to 
improve powder flow properties of the toner. 

Preferably, the toner is made by a process which comprises flocculating a 
dispersion of the resin (i.e. a latex), a dispersion of the wax and a dispersion of the 
20 colorant, followed by heating and stirring to form composite particles containing the resin, 
wax and colorant, and then coalescing these particles above the Tg of the resin to form 
the toner particles. Preferably the coalescence stage is controlled, such that the features 
of the toner such as the wax domain size and the toner particle shape are achieved. 

We have found that by using an aggregation process with particular wax 
25 dispersions, it is possible to incorporate wax in relatively high amounts as aforementioned. 

According to the present invention, there is also provided a process for the 
manufacture of a toner according to the above which comprises the following steps: 

i. providing a latex dispersion (i.e. containing resin particles); 

ii. providing a wax dispersion; 

30 iii. providing a colorant dispersion; 

iv. mixing the latex dispersion, wax dispersion and colorant dispersion; and 

v. causing the mixture to flocculate. 

All of the features of the toner of the invention, particularly in regard to the resin or 
latex, wax, colorant and optional charge control agent are also applicable to the process. 
35 The process may further comprise, prior to step iv, the additional step of providing 

a charge control agent component, which component may then be incorporated in step iv 
by mixing. The charge control agent may be milled with the colorant. 

Preferably, each dispersion is a dispersion in water. 

The latex dispersion preferably comprises an ionic surfactant. More preferably the 
40 preparation of the latex dispersion comprises mixing together at least one latex with 
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monomodal molecular weight distribution and at least one latex with bimodal molecular 
weight distribution. The preparation of the latex with bimodal molecular weight distribution 
preferably comprises the successive steps of formation of a resin of high molecular weight 
distribution followed by formation of a resin of low molecular weight distribution such that 

5 the resulting latex comprises composite particles comprising both the said low molecular 
weight resin and the said high molecular weight resin. The preparation of the wax 
dispersion in such a process preferably comprises the mixing together of the wax with an 
ionic surfactant. The preparation of the colorant dispersion in such a process preferably 
comprises the milling together of the colorant with an ionic surfactant. 

10 It is preferred that the dispersions of latex, colorant, charge control agent where 

present, and wax have the same sign charge on the surfactant. This enables individual 
components to be well mixed prior to flocculation. It is further preferred to use the same 
surfactant for each of the individual dispersions. The mixed dispersions are then 
flocculated in step (v). Any suitable method could be used, e.g. addition of an inorganic 

15 salt, an organic coagulant, or by heating and stirring. In a preferred method, the surfactant 
present on the dispersions contains a group which can be converted from an ionic to a 
non-ionic form and vice versa by adjustment of pH. In a preferred example, the surfactant 
may contain a carboxylic acid group, and the dispersions may be mixed at neutral to high 
pH. Flocculation may then be effected by addition of an acid, which converts the 

20 surfactant from anionic to non-ionic. Alternatively the surfactant can be the acid salt of a 
tertiary amine, used at low pH. Flocculation may then be effected by addition of a base 
which converts the surfactant from cationic to non-ionic form. The flocculation step is 
preferably carried out below the Tg of the resin, but the mixed dispersions may be heated 
prior to flocculation. Such processes as described above, allow a very efficient use of 

25 surfactant, and the ability to keep overall surfactant levels very low. This is advantageous 
since residual surfactant can be problematic, especially in affecting the charging 
properties of the toner, particularly at high humidity. In addition, such processes avoid the 
need for large quantities of salt, as required for many prior art processes, which would 
need to be washed out. 

30 After the flocculation step (v), the process as described above may optionally 

comprise heating, and optionally stirring, the flocculated mixture to form loose aggregates, 
i.e. composite particles, of particle size from 3 to 20 pm. Once the correct particle size is 
established, the aggregates may be stabilised against further growth. This may be 
achieved, for example, by addition of further surfactant, and/or by a change in pH. The 

35 temperature may then be raised above the T g of the resin to bring about coalescence of 
the particles within each aggregate to form coalesced toner particles. During this step the 
shape of the toner may be controlled through selection of the temperature and the heating 
time. 
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The shape of the toner may be measured by use of a Flow Particle Image 
Analyser (Sysmex FPIA) and by image analysis of images generated by scanning electron 
microscopy (SEM). 

The circularity is defined as the ratio : 

5 

Lo/L 



where Lo is the circumference of a circle of equivalent area to the particle, and L is the 
perimeter of the particle itself. 
10 The shape factor, SF1 , is defined as: 

SF1 = (ML) 2 /A x n/4 x100, where ML = maximum length across toner , A = projected area 

The shape factor, SF2, is defined as: 
SF2 = P 2 /A x 1/47r x 100, where P = the perimeter of the toner particle, A = projected area 
An average of approximately 100 particles is taken to define the shape factors for 
15 the toner. 

SF1 is a measure of the deviation from a spherical shape (SF1 of 100 being 
spherical). SF2 is a measure of the surface smoothness. 

If the toner is designed for a printer or copier which does not employ a mechanical 
cleaning device, it may be preferred to coalesce the toner until a substantially spherical 

20 shape is attained. If, however, the toner is designed for use in a printer or copier in which 
a mechanical cleaning device is employed to remove residual toner from the 
photoconductor after image transfer, it may be preferred to select a smooth off-spherical 
shape, where the mean circularity is in the range 0.90-0.99, preferably 0.93-0.99, more 
preferably 0.94-0.99, still more preferably 0.94-0.96, where SF1 is 105-165, preferably 

25 105-155, more preferably 105-150, still more preferably 105-145 and where SF2 is 105- 
155, preferably 105-145, more preferably 105-140, still more preferably 105-135. The SF1 
is particularly preferably 130-150 and most particularly preferred of all 135-145. SF2 is 
particularly preferably 120-140, and most particularly preferred of all 125-135. Preferably, 
SF1>SF2. The ratio SF1/SF2 is preferably from 1.05 to 1.15, more preferably from 1.07 to 

30 1.13, still more preferably from 1.08 to 1.12. 

The smoothness of the toner after the coalescence stage may also be assessed 
by measuring the surface area of the toner, for example by the BET method. It is preferred 
that the BET surface area of the unformulated toner is in the range 0.5-2.0 m 2 /g, 
preferably 0.6-1.3 m 2 /g, more preferably 0.7-1.1 m 2 /g, still more preferably 0.9-1.0 m 2 /g. 

35 By unformulated is meant the toner prior to any optional blending with surface additives. 

Advantageously, the manner of making the toner according to the process of 
invention enables the shape of the toner to be controlled so as to give both high transfer 
efficiency from the photoconductor to the substrate or intermediate transfer belt or roller, 
and from the transfer belt or roller (where used) to the substrate, as well as to ensure 

40 efficient cleaning of any residual toner remaining after image transfer. 
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The cooled dispersion of coalesced toner particles is then optionally washed to 
remove surfactant, and then optionally dried. 

The toner particles may then be blended with one or more surface additives to 
improve the powder flow properties of the toner, or to tune the tribocharge properties. 
5 Typical surface additives include, but are not limited to, silica, metal oxides such as titania 
and alumina, polymeric beads (for example acrylic or fluoropolymer beads) and metal 
stearates (for example zinc stearate). Conducting additive particles may also be used, 
including those based on tin oxide (e.g. those containing antimony tin oxide or indium tin 
oxide). The additive particles, including silica, titania and alumina, may be made 

10 hydrophobic, e.g. by reaction with a silane and/or a silicone polymer. Examples of 
hydrophobising groups include alkyl halosilanes, aryl halosilanes, alkyl alkoxysilanes (e.g. 
butyl trimethoxysilane, iso-butyl trimethoxysilane and octyl trimethoxysilane), aryl 
alkoxysilanes, hexamethyldisilazane, dimethylpolysiloxane and 

octamethylcyclotetrasiloxane. Other hydrophobising groups include those containing 

15 amine or ammonium groups. Mixtures of hydrophobising groups can be used (for example 
mixtures of silicone and silane groups, or alkylsilanes and aminoalkylsilanes.) 

Examples of hydrophobic silicas include those commercially available from 
Nippon Aerosil, Degussa, Wacker-Chemie and Cabot Corporation. Specific examples 
include those made by reaction with dimethyldichlorosilane (e.g. Aerosil™ R972, R974 

20 and R976 from Degussa); those made by reaction with dimethylpolysiloxane (e.g. 
Aerosil™ RY50, NY50, RY200, RY200S and R202 from Degussa); those made by 
reaction with hexamethyldisilazane (e.g. Aerosil™ RX50, NAX50, RX200, RX300, R812 
and R812S from Degussa); those made by reaction with alkylsilanes (e.g. Aerosil™ R805 
and R816 from Degussa) and those made by reaction with octamethylcyclotetrasiloxane 

25 (e.g. Aerosil™ R104 and R106 from Degussa). 

The primary particle size of the silicas used is typically from 5 to 100nm, preferably 
from 7 to 50 nm. The BET surface area of the silicas may be from 20 to 350 m 2 /g, 
preferably 30-300 m 2 /g. Combinations of silicas with different particle size and/or surface 
area may be used. Preferred examples of combinations of silicas with different primary 

30 particle size are: Aerosil™ R972 or R812S (Degussa), or HDK™ H15 or H30 (Wacker); 
with Aerosil™ RX50, RY50 (Degussa) or HDK™ H05TD, H05TM or H05TX (Wacker). 
Each additive may be used at 0.1-5.0 wt% based on toner, preferably 0.2-3.0 wt %, more 
preferably 0.25-2.0 wt%. It is possible to blend the different size additives in a single 
blending step, but it is often preferred to blend them in separate blending steps. In this 

35 case, the larger additive may be blended before or after the smaller additive. It may further 
be preferred to use two stages of blending, where in at least one stage a mixture of 
additives of different particle size is used. For example, an additive with low particle size 
may be used in the first stage, with a mixture of additives of different particle size in the 
second step. Examples would include use of Aerosil™ R812S or R972, or HDK™ H15 or 

40 H30 in the first step, along with a mixture containing one of these additives with a larger 
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additive (such as Aerosil™ RX50 or RY50, or HDK H05TD, H05TM or H05TX) in the 
second step. In such a case it would be preferred to use 0.2-3.0 wt%, preferably 0.25-2.0 
wt% of the smaller additive in the first step, and 0.1 to 3.0 wt%, preferably 0.2 to 2.0 wt% 
of each of the additives in the second step. 

Where titania is used, it is preferred to use a grade which has been 
hydrophobised, e.g. by reaction with an alkylsilane and/or a silicone polymer. The titania 
may be crystalline or amorphous. Where crystalline it may consist of rutile or anatase 
structures, or mixtures of the two. Examples include grades T805 or NKT90 from Nippon 
Aerosil. 

Hydrophilic or hydrophobic grades of alumina may be used. A preferred grade is 
Aluminium Oxide C from Degussa. 

It is often preferred to use combinations of silica and titania (e.g. R972, H15, 
R812S or H30 with NKT90), or of silica, titania and alumina (e.g. R972, H15, R812S or 
H30 with NKT90 and Aluminium Oxide C). Combinations of large and small silicas, as 
described above, can be used in conjunction with titania, alumina, or with blends of titania 
and alumina. 

Preferred formulations of surface additives include those in the following list: 
hydrophobised silica ; 

large and small particle size silica combinations, which silicas may be optionally 
hydrophobised; 

hydrophobised silica and one or both of hydrophobised titania and hydrophilic or 
hydrophobised alumina ; 

large and small particle size silica combinations as described above and one or both of 
hydrophobised titania and hydrophilic or hydrophobised alumina. 

Polymer beads or zinc stearate may be used to improve the transfer efficiency or 
cleaning efficiency of the toners. Charge control agents may be added in the external 
formulation (i.e. surface additive formulation) to modify the charge level or charging rate of 
the toners. 

The total level of surface additives used may be from about 0.1 to about 10 wt%, 
preferably from about 0.5 to 5%, based on the weight of the base toner, i.e. prior to 
addition of the surface additive. The additives may be added by blending with the toner, 
using, for example, a Henschel blender, a Nara Hybridiser, or a Cyclomix blender 
(Hosokawa). 

The toner may be used as a mono-component or a dual component developer. In 
the latter case the toner is mixed with a suitable carrier bead. 

The invention is particularly suitable for use in an electroreprographic apparatus of 
method where one or more of the following hardware conditions of an electroreprographic 
device applies: 

i) where the device contains a developer roller and metering blade (i.e. where the 
toner is a monocomponent toner) ; 
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ii) where the device contains a cleaning device for mechanically removing waste 

toner from the photoconductor ; 

iii) where the photoconductor is charged by a contact charging means; 

iv) where contact development takes place or a contact development member is 
5 present; 

v) where oil-less fusion rollers are used; 

vi) where the above devices are four colour printers or copiers, including tandem 
machines 

Advantageously, the invention provides a toner which satisfies many requirements 
10 simultaneously. The toner is particularly advantageous for use in a mono-component 
electroreprographic apparatus and is capable of demonstrating: release from oil-less 
fusion rollers over a wide range of fusion temperature and print density; high transparency 
for OHP slides over a wide range of fusion temperature and print density; high transfer 
efficiency and the ability to clean any residual toner from the photoconductor, and the 
15 absence of filming of the metering blade, development roller and photoconductor over a 
long print run. 

In another aspect of the present invention, there is provided a process for 
manufacturing an electroreprographic apparatus and/or a component of the apparatus 
and/or a consumable for use with the apparatus, the process using a toner as described 
20 above. 

In yet another aspect of the present invention, there is provided an 
electroreprographic apparatus, a component of the apparatus and/or a consumable for 
use with the apparatus, which comprises a toner as described above. 

All weights referred to herein are percentages based on the total weight of the 
25 toner, unless otherwise stated. 

The invention will now be illustrated by the following Examples, which are non- 
limiting on the invention. 

1 . Preparation of Latexes 

30 

1.1. Synthesis of Latex a -1 

A low molecular weight resin was synthesised by emulsion polymerisation. The 
monomers used were styrene (83.2 wt%), 2-hydroxyethyl methacrylate (3.5 wt%) and 
acrylic ester monomers (13.3 wt%). Ammonium persulphate (0.5 wt% on monomers) was 
35 used as the initiator, and a mixture of thiol chain transfer agents (4.5 wt%) was used as 
chain transfer agents. The surfactant was Akypo™ (a carboxylated alkyl ethoxylate, i.e. a 
carboxy-functional surfactant) RLM100 (available from Kao, 3.0 wt% on monomers). The 
emulsion had a particle size of 93 nm, and a Tg midpoint (as measured by differential 
scanning calorimetry (dsc)) of 55 °C. GPC analysis against polystyrene standards showed 
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the resin to have Mn = 6,500, Mw = 14,000, Mw/Mn = 2.2. The solids content was 30 
wt%. 

1 .2. Synthesis of Latex a -2 

5 A latex was made in a similar manner to Latex a-1 , except the level of styrene was 

90.4 wt% and the level of acrylic ester monomers was 6.1 wt%. The amount of 2- 
hydroxyethyl methacrylate (3.5 wt%) remained the same. The emulsion had a particle size 
of 88 nm, and a Tg midpoint (as measured by differential scanning calorimetery (dsc)) of 
65 °C. GPC analysis against polystyrene standards showed the resin to have Mn = 5,100, 
10 Mw = 12,800, Mw/Mn = 2.5. The solids content was 30 wt%. 

1 .3. Synthesis of Latex a -3 

A latex was made in a similar manner to Latex a-1, except the level of styrene was 
90.4 wt% and the level of acrylic ester monomers was 6.1 wt%. The amount of 2- 
15 hydroxyethyl methacrylate (3.5 wt%) remained the same. The emulsion had a particle size 
of 91 nm, and a Tg midpoint (as measured by differential scanning calorimetry (dsc)) of 65 
°C. GPC analysis against polystyrene standards showed the resin to have Mn = 5,100, 
Mw = 13,000, Mw/Mn = 2.6. The solids content was 30 wt%. 

20 1 .4. Synthesis of Latex b-1 

A bimodal molecular weight distribution latex was made by a two-stage 
polymerisation process, in which the higher molecular weight portion was made in the 
absence of chain transfer agent, and in which the molecular weight of the lower molecular 
weight portion was reduced by use of 2.5 wt% of mixed thiol chain transfer agents. 

25 Ammonium persulphate (0.5 wt% on monomers) was used as the initiator, and the 
surfactant was Akypo™ RLM100 (available from Kao, 3 wt% on monomers). 

The monomer composition for the low molecular weight portion was styrene 
(82.5%, 2-hydroxyethyl methacrylate (2.5%) and acrylic ester monomers (15.0%). The 
overall monomer composition was styrene (73.85 wt%), 2-hydroxyethyl methacrylate (6.25 

30 wt%) and acrylic ester monomers (19.9 wt%). The emulsion had a particle size of 78 nm 
and a Tg midpoint (as measured by dsc) of 67°C. GPC analysis against polystyrene 
standards showed a bimodal molecular weight distribution with Mn = 30,000, Mw = 
249,000, Mw/Mn = 8.3. The solids content was 40 wt%. 

35 1 .5. Synthesis of Latex b-2 

A latex was made in a similar manner to Latex b-1. The emulsion had a particle 
size of 79 nm, and a Tg midpoint (as measured by differential scanning calorimetry (dsc)) 
of 66 °C. GPC analysis against polystyrene standards showed the resin to have Mn = 
31,000, Mw = 252,000, Mw/Mn = 8.1. The solids content was 40 wt%. 
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2. Pigment dispersion 

A dispersion of Pigment Red 122 (Hostaperm™ Pink E, Clariant) was used. The 
pigment was milled in water using a bead mill, with Akypo™ RLM100 (Kao) and 
Solsperse™ 27000 (Avecia) (a polymeric dispersant) as dispersants. The pigment content 
5 of the dispersion was 22.1 wt%. 

3. Wax dispersion 

An aqueous wax dispersion was used which contained an 80:20 mixture of 
Paraflint™ C80 (Fischer-Tropsch wax from Sasol) and Carnauba wax. Akypo™ RLM 1 00 
10 was used as the dispersant. The mean volume particle size of the wax was approximately 
0.4 |jm, and the solids content 25 wt%. Analysis by differential scanning calorimetry (dsc) 
of the dried dispersion showed the wax to have a melting point (peak position from the dsc 
trace) of approximately 76 °C 

15 4. Toner preparation 

4.1 Toner 1 

Latex a-1 ( 7150 g), Latex b-1 (825 g) the wax dispersion (1429 g), the pigment 
dispersion (475 g, containing 105 g Pigment Red 122) and a paste of Bontron E88 (308 

20 g, Orient, containing 60 g of Bontron E88) and water (19830 g) were mixed and stirred. 
The temperature was raised to 40°C. The mixed dispersions were circulated for 10 mins 
through a high shear mixer and back into the vessel. Then, as the material was circulating 
a solution of sulphuric acid was added into the high shear mixer to reduce the pH to 2.5. 
The temperature was then raised to 55°C, and stirring continued for 1 hr. A solution of 

25 sodium dodecybenzenesulphonate (750 g of a 10% solution) was added, and dilute 

sodium hydroxide solution was added to raise the pH to 7.3. The temperature was then 
raised to 120°C and stirring continued for a further 80 mins. Coulter Counter™ analysis 
showed the mean volume particle size was 8.7 pm and the final GSD was 1.25. 
Microscopic analysis showed the toner particles to be of uniform size and of smooth, off- 

30 spherical shape. Analysis with a Flow Particle Image Analyser (Sysmex FPIA,) showed 
the mean circularity to be 0.95 

The resultant magenta toner dispersion was filtered on a pressure filter, and 
washed with water. The toner was then dried in an oven. Analysis by GPC against 
polystyrene standards, showed the toner resin to have Mn = 3,500, Mw = 50,600, Mw/Mn 

35 = 14.4. 

Analysis by transmission electron microscopy (TEM) showed the presence of wax 
domains in the toner, the domain size being approximately 1.0-1.5 pm. BET surface area 
measurements showed the particles to have a surface area of 0.85 m 2 /g. 

A portion of the toner was blended using a Prism blender with 0.5 wt % of 
40 Aerosil™ R812S (Degussa) hydrophobic silica. Analysis by SEM and image analysis 
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showed the mean SF1 value to be 133, and the 50% value (from the cumulative 
distribution curve) to be 129. The toner was then printed in a monocomponent 
monochrome printer which had been modified to remove the fuser, to allow printing of un- 
fused images. Unfused print samples were prepared at 1.0 and 2.0 mg/cm 2 using multiple 
5 passes through the printer. 

The images were then fused off-line using a QEA Fuser-Fixer equipped with a pair 
of heated oil-less fuser rollers. The fuser speed was set to 20ppm for images printed on 
paper, and 10ppm for images printed on transparencies for an overhead projector. For the 
prints on both paper and transparency, no hot offset or paper wrapping was found to 
10 occur up to 175°C (the maximum fusion temperature studied) 

The samples printed and fused on acetates were examined using a Minolta CM- 
3600d Haze Meter, according to ASTM D 1003. The results are shown in Table 1 : 

Table 1 

15 



Fusion temperature (°C) 


Haze % (H) 




1 mg/cm 2 print density 


2 mg/cm 2 print density 








130 


29.3 


42.5 


135 


25.6 


42.9 


140 


27.1 


40.8 


145 


26.8 


42.0 


150 


26.2 


40.4 


155 


25.1 


38.8 


160 


25.5 


39.5 


165 


24.4 


40.8 


170 


23.4 


40.3 


175 


23.2 


40.0 








Haze ratio Hnso/Hneoi 


1.15 


1.08 



As can be seen the samples show minimal variation in haze with fusion 
temperature in the range studied. 
20 A separate sample of the toner was then printed in a similar printer, but this time 

with the fuser unit installed. A print run of 1000 text prints was carried out, and the masses 
of both the consumed toner, and the toner sent to the waste tray were measured. From 
this a usage efficiency figure, defined as 

25 [1 -{(mass of toner sent to the waste tray) / (mass of toner consumed)}] x 1 00 

was calculated. The value was 93%. 

After a 3000 page print test there was found no noticeable background 
30 development on the photoconductor, and no photoconductor filming. 
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4.2, Toners 2-7 

Further Toners 2-7 were made by a similar process to that described for Toner 1, 
except that the step of adding sodium dodecylbenzenesulphonate prior to the 
coalescence step was omitted. The latexes used for each toner are shown in Table 2. The 
toners contained 3.5 wt% Pigment Red 122, and 2 wt% E88 CCA. The toner shape was 
controlled in each case by the length of the coalescence process (heating above the latex 
Tg). The average toner particle size (Coulter Counter™, aperture lOOpm), mean 
circularity (FPIA measurement) and BET surface area of the base toner (i.e. before 
blending with surface additive) were measured. 

Each base toner was then blended with silica as surface additive to produce 
formulated toner. Two different silica formulations (Type I and II) were used so that each 
base toner produced two formulated toners: 

Type I: a low particle size hydrophobised silica (BET surface area 220 m2/g) 

Type II: a mixture of a low particle size hydrophobised silica (BET surface area 
220 m 2 /g) and a larger particle size hydrophobised silica (BET surface area approximately 
50 m 2 /g). 

The SF1 and SF2 values were then measured on Type I formulated toner. 
The properties of the toners 2-7 are shown in Table 2. 



Table 2 



Toner 


Latexes 


Average 
particle 
size, 
D v 50 
(urn) 


Mean 
circularity of 
base toner 
from FPIA 


SF1 of 
formulated 
toner* 


SF2 of 
formulated 
toner* 


BET 

surface 
area of 
base toner 
(m 2 /g) 


















2 


a-2 


b-2 


8.1 


0.91 


152 


150 


1.5 


3 


a-2 


b-2 


7.9 


0.95 


142 


128 


0.9 


4 


a-3 


b-2 


8.2 


0.96 


111 


118 


0.7 


5 


a-2 


b-2 


6.8 


0.91 


152 


150 


1.9 


6 


a-2 


b-2 


6.8 


0.94 


139 


128 


0.9 


7 


a-3 


b-2 


6.8 


0.98 


116 


117 


0.9 



* measured on toners with Type I surface additive formulation 

Transfer efficiency (TE) data was then recorded for transfer from the organic 
photoconductor (OPC) of a monocomponent monochrome printer to a transparency 
substrate by measuring the mass of toner on the OPC and on the substrate by vacuuming 
the toner into a filter which was weighed. Masses on the OPC were determined by crash- 
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stopping the printer. Masses on the substrate were determined by stopping the print 
before the fuser. The control parameters of the printer were altered to develop different 
print densities, and the data in Table 3 below shows TE values for each toner recorded 
across a range of print densities. 
5 Table 3 



Toner 


Surface Additive Type 


Transfer Efficiency (%) OPC to substrate 








2 




94-96 


2 


II 


87-94 


3 




99-1 00 


3 


II 


95-97 


5 




94 


5 


II 


93-99 


6 




97-100 


6 


II 


-100 



It can be seen that the non-spherical toners having the best transfer efficiency are 
toners 3 and 6. In some cases the transfer efficiency is up to 100%. Toners 2 and 5 also 

10 have good but generally lower transfer efficiency. The non-spherical toners also clean well 
from a photoconductor using a mechanical cleaning device. Toners 4 and 7 (results not 
shown) are the most spherical shape and these toners transfer from a photoconductor to 
a substrate well but efficiency of cleaning from a photoconductor with a mechanical 
cleaning device is lower than for the non-spherical toners. 

15 Throughout the description and claims of this specification, the words "comprise" 

and "contain" and variations of the words, for example "comprising" and "comprises", 
mean "including but not limited to", and are not intended to (and do not) exclude other 
components. 

Unless the context clearly indicates otherwise, plural forms of the terms herein are 
20 to be construed as including the singular form and vice versa. 

It will be appreciated that variations to the foregoing embodiments of the invention 
can be made while still falling within the scope of the invention. Each feature disclosed in 
this specification, unless stated otherwise, may be replaced by alternative features serving 
the same, equivalent or similar purpose. Thus, unless stated otherwise, each feature 
25 disclosed is one example only of a generic series of equivalent or similar features. 

All of the features disclosed in this specification may be combined in any 
combination, except combinations where at least some of such features and/or steps are 
mutually exclusive. In particular, the preferred features of the invention are applicable to 
all aspects of the invention and may be used in any combination. Likewise, features 
30 described in non-essential combinations may be used separately (not in combination). 
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It will be appreciated that many of the features described above, particularly of the 
preferred embodiments, are inventive in their own right and not just as part of an 
embodiment of the present invention. Independent protection may be sought for these 
features in addition to or alternative to any invention presently claimed. 
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Claims 

1. A toner for developing an electrostatic image comprising toner particles which 
include a binder resin, a wax and a colorant, wherein the wax has a melting point of 
between 50 and 150°C, the wax exists in the toner particles in domains of 2 pm or less 
mean particle size and: 

(a) the mean circularity of the toner particles as measured by a Flow Particle 
Image Analyser is at least 0.90; and 

(b) the shape factor, SF1, of the toner particles is at most 165. 

2. A toner according to Claim 1 wherein the mean circularity of the toner particles is 
in the range from 0.93 to 0.99. 

3. A toner according to Claim 2 wherein the mean circularity of the toner particles is 
in the range from 0.94 to 0.96. 

4. A toner according to any one of Claims 1 or 3 wherein SF1 of the toner particles is 
in the range from 105 to 155. 

5. A toner according to Claim 4 wherein SF1 of the toner particles is at most 145. 

6. A toner according to Claim 4 wherein SF1 of the toner particles is in the range from 
130 to 150. 

7. A toner according to Claim 6 wherein SF1 of the toner particles is in the range from 
135 to 145. 

8. A toner according to any one of the preceding Claims wherein the shape factor, 
SF2, of the toner particles is in the range from 105 to 155. 

9. A toner according to Claim 8 wherein SF2 of the toner particles is at most 145. 

1 0. A toner according to Claim 9 wherein SF2 of the toner particles is in the range from 
120 to 140. 

11. A toner according to Claim 10 wherein SF2 of the toner particles is in the range 
from 125 to 135. 

12. A toner according to any one of the preceding Claims wherein the BET surface 
area of the toner particles before any optional blending with surface additives is 0.5-2.0 



WO 03/087949 



PCT/GB03/01520 



23 

m 2 /g. 

13. A toner according to Claim 12 wherein the BET surface area of the particles is 0.6- 
1.3 m 2 /g. 

5 

14. A toner according to Claim 13 wherein the BET surface area of the particles is 
0.7-1.1 m 2 /g. 

15. A toner according to Claim 14 wherein the BET surface area of the particles is 0.9- 

10 1.0 m 2 /g 

16. A toner according to any one of the preceding Claims wherein the binder resin has 
a ratio of weight average molecular weight (Mw) to number average molecular weight 
(Mn) of at least 3. 

15 

17. A toner according to Claim 16 wherein the ratio Mw/Mn is at least 5. 

18. A toner according to Claim 1 7 wherein the ratio Mw/Mn is at least 1 0. 

20 19. A toner according to any one of the preceding Claims wherein the wax exists in the 
toner in domains of mean diameter 1 .5|jm or less. 

20. A toner according to any one of the preceding Claims wherein the binder resin is 
prepared from at least one latex containing a resin having a monomodal molecular weight 
25 distribution and at least one latex containing a resin having a bimodal molecular weight 
distribution. 



21. A toner according to Claim 20 wherein the monomodal molecular weight resin is a 
low molecular weight resin and has a number average molecular weight of from 3000 to 
30 10000. 



22. A toner according to Claim 21 wherein the monomodal molecular weight resin has 
a number average molecular weight of from 3000 to 6000. 

35 23. A toner according to any of Claims 20-22 wherein the bimodal resin has a weight 
average molecular weight of from 100,000 to 500,000. 



40 



24. A toner according to Claim 23 wherein the bimodal resin has a weight average 
molecular weight of from 200,000 to 400,000. 
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25. A toner according to any one of the preceding Claims wherein the resin comprises 
a copolymer of (i) a styrene or substituted styrene, (ii) at least one alkyl acrylate or 
methacrylate and (iii) an hydroxy-functional acrylate or methacrylate. 

26. A toner according to any one of the preceding Claims wherein the wax has a 
5 melting point of from 50 to 130°C. 

27. A toner according to claim 26 wherein the wax has a melting point of from 50 to 
110 °C. 

10 28. A toner according to claim 27 wherein the wax has a melting point of from 65 to 85 
°C. 

29. A toner according to any one of the preceding Claims wherein the wax comprises 
a wax selected from the group consisting of: a polyethylene wax, a paraffin wax, a 

15 Fischer-Tropsch wax and an ester wax, including Carnauba wax. 

30. A toner according to any one of the preceding Claims wherein the amount of wax 
incorporated in the toner is from 1 to 30 wt% based on the total weight of toner. 

20 31 . A toner according to Claim 30 wherein the amount of wax is from 3 to 20 wt%. 

32. A toner according to Claim 31 wherein the amount of wax is from 5 to 15 wt%. 

33. A toner according to any of the preceding Claims which further comprises a charge 
25 control agent. 

34. A process for forming an image, the process comprising developing an 
electrostatic image using a toner according to any one of the preceding claims, wherein 
the haze at a print density of 1.0 mg/cm 2 is below 40, and the ratio of the values at fusion 

30 temperatures of 130 and 160°C is at most 1.5. 

35. A process for forming an image according to Claim 34 wherein the ratio of haze 
values is at most 1 .3. 

35 36. A process for forming an image according to Claim 35 wherein the ratio of haze 
values is at most 1 .2. 



40 



37. A process for the manufacture of a toner according to any one of the preceding 
claims 1 to 33 which comprises the following steps: 
I. providing a latex dispersion; 
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II. providing a wax dispersion; 
I IK providing a colorant dispersion 

IV. mixing the latex dispersion, wax dispersion and colorant dispersion; and 

V. causing the mixture to flocculate. 

5 

38. A process according to Claim 37 wherein the latex dispersion comprises an ionic 
surfactant. 

39. A process according to Claim 37 or claim 38 wherein the preparation of the latex 
10 dispersion comprises mixing together at least one latex containing a resin having a 

monomodal molecular weight distribution and at least one latex containing a resin having 
a bimodal molecular weight distribution. 

40. A process according to claim 39 wherein the latex containing a resin having a 
15 bimodal molecular weight distribution is prepared by a process comprising the successive 

steps of forming a polymer of high molecular weight distribution followed by forming a 
polymer of low molecular weight distribution such that the resulting latex comprises 
composite particles comprising both said low molecular weight polymer and said high 
molecular weight polymer. 

20 

41. A process according to any one of Claims 37 to 40 which, prior to step iv, further 
comprises the step of providing a charge control agent dispersion, which dispersion is 
then incorporated in step iv by mixing. 

25 42. A process according to claim 41 wherein the charge control agent is milled with the 
colorant. 

43. A process according to any one of claims 37 to 42 wherein the preparation of the 
wax dispersion comprises the mixing together of the wax with an ionic surfactant. 

30 

44. A process according to any of claims 37 to 43 wherein the preparation of the 
colorant dispersion comprises the milling together of the colorant with an ionic surfactant. 

45. A process according to claims 38, 43 and 44 wherein the dispersions of latex, 
35 colorant, wax, and charge control agent where present, have the same sign charge on the 

surfactant. 



46. A process according to claim 45 wherein the surfactant present in the dispersions 
contains a group which can be converted from an ionic to a non-ionic form and vice versa 
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by adjustment of pH. 

47. A process according to claim 46 wherein the surfactant contains a carboxylic acid 
group and the dispersions are mixed in step (iv) at neutral to high pH and the flocculation 
step (v) is then effected by reduction of pH. 

48. A process according to claim 46 wherein the surfactant contains a tertiary amine 
group and the dispersions are mixed in step (iv) at neutral to low pH and the flocculation 
step (v) is then effected by increase of pH. 

49. A process according to any of claims 37 to 48 further comprising heating the 
flocculated mixture obtained after step (v) to form loose aggregates of particle size from 3 
to 20 pm. 

50. A process according to claim 49 further comprising heating the aggregates to a 
temperature above the T g of the latex to induce coalescence to form toner particles. 

51 . A process according to claim 50 further comprising blending the particles with one 
or more surface additives. 

52. A process according to claim 51 wherein the surface additives comprise one of the 
following: (i) hydrophobised silica ; (ii) large and small particle size silica which may 
optionally be hydrophobised (iii) hydrophobised silica and one or both of hydrophobised 
titania and hydrophilic or hydrophobised alumina ; (iv) large and small particle size silica 
and one or both of hydrophobised titania and hydrophilic or hydrophobised alumina. 

53. A process for the manufacture of an electroreprographic apparatus and/or a 
component of the apparatus and/or a consumable for use with the apparatus, the process 
using a toner as claimed in any of claims 1 to 33. 

54. An electroreprographic apparatus, a component of the apparatus and/or a 
consumable for use with the apparatus, which comprises a toner as claimed in any of 
claims 1 to 33. 

55. An electroreprographic apparatus according to claim 54 which has one or more of 
the following: 

i) a developer roller and metering blade ; 

ii) a cleaning device for mechanically removing waste toner from 
a photoconductor ; 
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a photoconductor that is charged by a contact charging 
means; 

a contact development member; 
oil-less fusion rollers; and/or 

is a four colour printer or copier, including a tandem machine. 
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4MRiK*4»e*>^>fi^pffCaBKlv)TiB-^Ls JJC^r«HB7n^Ap-^a fgW(v)(iP 

[11*3149] 

KKMOtftteW^fUfc^O'* al/-y 3 Vfi^fttMRLTs S@3— 20//ra^V^<ft 

ft*Jl3 7—4 8<7)V^-rtL^lIIt3fBa^Ta-feX. 

[fi*H50] 
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[ If 51 ] 

CDTn-fcx,, 

[ If S^33 ] 

cif*3a54] 

if*Jii-3 3<n\Yi t hfriiR£3&R0)hi'-£ists. m^m^mm, mimwcomfH 

I If *3155 ] 

i) 3Hla-7-fcfti7V-H ; 

i i ) 3E»flsj&» ^fE* t- ^- ^mSWCMtS-r* fcfttfD 7 U --y^g ; 

iii) ffiftfc^m^gtioT^Sn^^; 

iv) J£Mffl«am; 

v) ; RXf/ttZli 

vi) ^v^Atls-i-tf, EH-fe^— ryy^- i^iine— is 

[0001] 

-TSTn-fex. *W:lt- S§rat***i6*^flbSH*fc:W , t4. *»»!lili<f 

-f-^j; d ^ b^"— $r#tJ'flrS^)^^' ; ffi^ : SM(electroreprographic apparatus). tutSIS 
[0002] 

Sfl^ffi fc & t~ (2 . KM. (c 1 ass i f i cat i on) £ . 
[0003] 

KaB3*iX*J 0 , Mi4fcftaPfc>5i&£tt£ Baffin . i<0*RKB* BMW - * 

>\<W\M^V-r~M, t. *) iU7'jy l-ftfffe^ ffiW^;Wa§(pile height), 

v^^OitVMR^, ^V^Jtiiffiia^*, S.VffiV^-^-^-;K paper 

[0004] 

. MM-i>fi?Sro-feX25.V'}S^l'-b^W'^tLl>„ liTo^X (aggregation proce 
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-Pj6»tf5jfiB^SrjSSSyief 4 . h-t-cr>B$Ut, *tft3^*(organic photoconductor : 
OPC)^^^*^ hi— K^fctiHT . JStXf-fV- h*? >J— fclSOPCO? >J- 

[0005] 

lfto*»<?^lTa-b^* s ^§fLTV'»S„ *H!f$ltll4996127-f- (Nippon Carbide) (2. 

«iMt*fe{i^e<oflit^s:*^rrsiriern-fe^t-pv^-cffi*UTv^ . xerox t 

lf*HB*B«5418108#) tf># < <0»tt Tit . T- * yttffflffiSfflWfc i-st 3E£fl: t fc 

f locculation process) fco V VC|E®5 LT V>S „ *Wf f i Ffll5066560-^ay ; '|5lfi?4983488-§- 
(Hitachi Chemical Co.)(i s m&?>1?&TT<7XX.'?JUi' 3 yf^, l^tltv^^y 

fcti&flSTVl' 5 A &£'«*Efij&£coifflS (coagulation) ^O^TlEtfeLT 
. aiflAg#^f*11 i mflPCTll^raSgWre8/50828-^-&t' ; '(sl|gW099/50714-^Ti±. 7T7 

[0006] 

o-9-<7)P^^*H«^a-r^ i: Jet oTjilicSiiS. ht-lilSftrntX 
co^t^n— 7-(fuser roller) fctiffi^L&'^.r #*SST£>-I> . — IKW^SfcREJP 
Mb LT(±, «0!>£&ff& (paper wrapping) dfe^n— 9Hffl8KaK< fc £*>T)Stfct 

fctt, SIMSftfc^-^fc^/l^SffL-, -fi(ffiffl) 9«WT«>RIIi3& t »t"r4£i:A t ftO 
SPaKc, hi-— tf^SnSyy^^^'ilfif-r^, V\fr*9>3 r^j-^ (oil-less) j 
[0007] 

hi— ■/ ^x&iE-^-r.?. ; t (cm ltj±^< <mm&i>& . hi— sw^wri. 

7 -y #J««m^«(triboelectric chargiiig)at*^^£J^£^;?. & £ fc 

0 . hi — 7*n -y^yy (blocking) £ t J; hi — Offi^gSttSrteTS 
tliKL.^^. SSS^i-fSt'S — 2«f3Ml3\ lt*TV-h (metering blade) 

3 tf— ffl) , M#£3£##: h' 7 A (photoconductor drum) (7)±(CV -y ? 4 /hA£^ 

fdtra . «M^«at//4fc{i»M^^flra-rs^t(s, at/? u -->- 

97 4/PAJRE3-fr$ ^-y^X^hi— 4»te4^te4MR3*vCV*arV>fc. # 
7-hi--T14aB^tt<?)P a ia^'*a^.§fL.|,ii^$)'9. «W\.>f.%ffi(haze value) fc=5r 

& . ff m/»iwtrt— nc J: owe Lfc«fflo hi— ^ffiffl^s t , tssamims&h 

[0008] 

^^-hi— SrflM-rs*-^, ^-^yhU-xiiJSi^igfK-r-S^cohi— (ci3(tS^5)<{± 

sfL^o-r, wifflwa^Dw^ufs hi— yjvtrmwoh-rib^ 
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V\ ty^n-AEPSlJT"£7)l!)0.4—0.7mg/cm 2 i;Jt«?LT. ^ 5> - l«m*i> 2 mg/cm 2 J^TF 

, ^nXWOWgloss level)£fM»t*#ft£fc#'i®tr&ft. #5- b^-fciy «y ?X 
[0009] 

0 t7 4 )VJ»im&LLXL$. o . v -y ? x K .x y-+M X(3b^- If 

[0010] 

^Mffi)li*>%£*lT^fti:, b^-^§St»^'±#U £*ifcJoT335flcfc*HN&H 
S§HHtt Sr itfiSrf-ft fc* tcSfS*^**^ t * ft . EPf 'Jft O^-f Xffitt5g*iS«T" 
*§<^»U fiS*?aST1ifmT'#^VMii;-«V^lt^S/i6o„ 'S'fXJi, ASTM 
D1003^-»T, 3t£i.t£Minolta CM-3600dcO^3£KI+Srftffl LTfMr^ft £ t **T 

ft o 

[0011] 
[0012] 

BkS-r ft Fttztev-y-ftt'comtim? V-->7mW.*^A,X*^& . 

J; -3 &2S#b 3fe3M*«^ra«S[«^«. :J^li*#^6£ftttlrL< (i 
>t»IBIcote^^ b ^ L < iiu—?—^n^^%teW-frt>%&?& Z b tfh ft . ~ ol^± 

[0013] 

* § i b ii&*rc#> S . ffiffl<?)*&«fcfr8c t= J; Tffiii L b fct , -?-<7)^81I'J«R<59 
STCft ft £\ aK* TV- b'3r k'OW; U --y/gttJ: ft ? U --V/Plil^ 

o 

[0014] 
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i—tz. j>vzmmt%\ * - y-izx^ xm&x^nmz mssrc * & ft 

IBM o T 7 ~frt>MMT% Wrttim t> $r V \ Z to g 6*>£ S fc ft 
[0015] 

igo^WWrFTii. — KPBxv/l^g yl^-rn-feXCJ; <0Mm.Lt:m— toyf >y fx 

1SH : S55994020#&T/HJS5482B12# ( V ^TftL & Xerox) . #£tS£Q3>J (coagul an 
t)t:^Mthmt LT(i, *HKf 1^5994020-^ |l|3fS6120967^\ |S|IS6268103^-Rt/|W| 
§16268102^- (£X Xerox) #W?>:fX & . K^^ftK^iPNNRBBfflU . *M#frm6190820 
^•S.U f |Hl^6210853-f-(t->-fixfcXerox)'CffiM§ixTV^ . 3R|l#| i Fll4996127-f- (Nippon 
Carbide)(2. KeWStS^*"*-* 7f -y MRL . 7 y 7 XftWMt$-#y7y 

[0016] 

7RfflWfrH5928830^- (Xerox) (2 . ^r^i^f'y^ Sg jtf & K.)b to—W^^. V 
[0017] 

?ra : WfrSg5496676-§- (Xerox) ii, S*feH£JfcW--£ fefttS^ toft=FMLtoM* toy T 
[0018] 

*H^H5%5316-^ (Xerox) T12, (encapsulated) V v ^X(2, 7 >y ? Xjg}g?g 

&2i^;\/is3>tfV^~$;\^Mtoft^Mto r 7-y7xtt^y c r>y7xk. ^-yyu^r 

[0019] 

B*^ ltH2000-3569Of-&f c '|n|f|JP2000-98654-f-{i. XXx/I^S^ >y ^X<7)^N 
[0020] 

*H#ltlg5910389-^, |W[IS6096465-^S.U ; ^lffi6214510-^(Fuji Xerox) 85°C 

tomtom*? >y 7 x^^-t h , m^to^f-mtommtofuyv^^xm^-t^. *n 

#1^6251556-^ (Fuji Xerox) (i s ■ i^x.fVy'r-/ 9 X^m^thtzbhiZtMmtoy'V 

. «M *(i60°c) *r u roei/yv >y 7xt$> l> . 

[0021] 

WMTU^XXto h -y— ttT § Jt . TttMf ltlg5501935-§-S.U ; '|5]5g626 

8102-f- (xerox) ^TfL^«tts^ *^K^r«> . tmtfxhhifi* fiv>»MjeflaR**^- 
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&hi— It. *l!«fFfi§6268103-§- (Xerox) ; |hJSI6340549-§\ *ll«flf^6333131-f-. tH: 
ffl3fffgS6096465-^\ *H#fF^6214510^S.I^*IB : f*ltm6042979^(Fuji Xerox) ; Mt* 
t-*nWlfSg5830617-^S.V*Mf|^6296980-§-(Konica)^||^§fLTV^ . K^^S: 

25#^Sc^t'ffi^^fM*<7)4fil5^a^\ *H#l i Fm6214510-^-^' 151^6042979-^ ( Fu 
ji Xerox) MMC*H#fflil5830617^(Konica) (C^SirTV^ 0 ft-fflit«CO 

^Ti*tl.l«#f]tiJ: LTtet, *H#lt^5948582-^. *H#ffrlS5698354^\ *H 
#1^5729805-^-, *H#tm5895151-^, *H#lt®6308038-^, *H#fT?fS5915150-*!-$. 
t>'*H!ffl¥il5753396-f-^ft-S, 0 U*» LSr*^ Zti ^m^^Mco^-f tit . /SUSHIS 

[0022] 

[0023] 

mmm^mm-t^ tz^ hi—xh-ox, z <r t-friev •/ ? x«i5o~ i5o°ccoit* * * l 

— ^/P ■ — ^ ■ T-^^-f if (Flow Particle Image Analyzer) l,Zi. fz 

hi—m^-^imn&it^K t to. 9ot*s> d , ao(b) t -^-s^b^sil sf i 

{±^<T165T*&, BtTlSb^— 
[0024] 

l±, *F4t<{i:ii'-^<i:i>0.93f fc l 9. J; Diri L<J£4«5r< t t>0.94"C&S. r-*— fi 
[0025] 

^H&^*»&*WRR, SFl(OT^*)ii. L< ii^<T155T* D , i L 
<(±^<T150T* l 9. $^(2ffS L<Ji^<T145TftS. SFlliifi t < < b i> 1 

05T£>&. SffcSfS U->SFl<7)£EHtel30~150T"&9, #t«t*f S LV«HJ±135~145 

[0026] 

f-^-- e^wpwflafc, sF2(jrRc5tii)f±, tiL<i±^<t iss-c&o, iosf* 

t<(i^<Tl45t-S)0. L < fi:IK T140?* 9 . 3£teJ:»5Jff*L<tt£< 

X135Xfo&« SF2(iiffi L<(£4«5:< b £>105T£>6. Wfcjff * U«F2W«Hlil20-M40 
T'$> 0 s Jtt(C*t *f * L V>KH«il25~135T'$>S „ 
[0027] 

Ii-^(coalescence)gPtfi:^)F+-« J F : yfa«±, fci: ;tifBETj££J: D r-~r— <7>HWI»£ 

0—2. 0ra2 /gX°$> h comit L< , Sf S L < tiO. 6— 1 . 3m 2 /g. «fc 0 $f 4 L < t40. 7—1 . lm^ /g 
, SiotJ: D*f* t<«0. 9— 1.0m 2 /sX foh« ae^-$tlTV^^(unformulated) t(i s fi 
fflaSJpai (surface additive : ^f-^ftj) b ^TCOtt«^07'V> Kmf<50 h^— SKlft-r* 

[ 0028 ] 
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[0029] 

{il.5/xmI^TS0¥%ll:S<7)H^-< V&cPtEth* #?4L<(4. r 7>y:?-XS0F;>M >14. ¥ 

. ttJRWKV V7 >y ? x K/l-t-A 4 fc „ KS*¥%#^(lto)«»8ii*I*£ifiSH fc "f 4 
[0030] 

ttlBI** ai¥%^*(Mw)^S5:T%^*(Mn><7)Jtj&%< tt3, *f4L<l4^& 

li*»St^--5 ^t5f «y ? x (-r=5r^*>Mfl£^*1£fri£M) - t iz X otll 

[0031] 

"f-vVMt^ Z5mW£\,z£^xmZkthz\btfX-1b 4o *?4L<J4, iS^-TMSflg^* 

*MdKJtU M^T^-fm t T-e^ststi§*Buiem-«tSHico#ftT-c*3t-r4„ *sjh 

UM±^A^—^)V<n^T».^^^mmX'hh<Dimt.L^. 7f-vn>f 
tf5JBZW«-f *-^;H»IBIi, tiffed— soffifliJ: 0 fcKfl^FSTfcfc^aqff* U>. 

[0032] 

£> 0 , 3000— lOOOO^iSt^iH^iSrW L . J: *) Iff 4 L < (43000— 6(X)0<59^pi^fr^:l£ 

ftlio (7^^^x4i^^y ; e-r;i'1SfSI^JiiiT)7T--y^x^(^*Six4— 

100,000—500,000, J; 0*74 t< «4200,000— 400, 000«SM^ 2 %^a^*-r4» (5f 
MKKiP^^f >?'-ffiflnZmn-t&W>'&. (tzttlf. 100,000— 500, OOOCDMT*^ 

^aSr*-T4^'-Y ^-^1Slii(c^^T)-^W^^-^';MSIig(4«^r(cJ; 0 . 500,000 
— 1 , 000, 000lil±cDS»¥%^»^ W LT v ^X t «t l\ 
[0033] 

hi— fflliiO^flcO^S^i, 3J2Uu < £ i 9W4L<i45JiLh. Skif4L<(410 
J^cDKMfa£^<W|ff£U\ mmcOtMI^Tg{4W4 L< (430— 100°C, i 9 Iff 4 



(11) 



#^2005-522741 (P2005-522741A) 



L < {445~-75°C „ mhilt L<«:50~-70 o C-?'&ft, Tg#*fl&3~f&' ft b . h^-^if)ffi^e 
[0034] 

: x^-ixys.va^^^^s ; r ? u i/- iay ^ ? y i/- hr/i/^f ^xxf/H( 

?yi— K X^/PT? 'Jl-lfL<l±^^^ U L— K ^-^T^llL-'-l-^lX 

^HTft U lx- h i fcfcfcx U lxxf/H, t *Jf b t^D^yfK )V 
XyW^mm. b Ku^Tfiggj^ifi: Lv>[^2-b Kn^fyxf^r? l> K 2- 
b h' n y-xf^ 9 ? U U - b , ?L<litb*n^ v-«ft*° >J(xf l/^4fs/F)r 
? U b^ L < 9 9 U V— h , i fcii t Ko^i^RSHflsK U (Tntl/m^b*) 

i.lfxfi/y, 7Db"i/y, 7>b-y. ^y7i/>a^y'x> ; t'-;nxf/k /£ 

ft o 

[0035] 

? U h Sfdi-X 9 9 'J U— hRV. (i i i ) b H o^f i^fSgftT 
? V V - Y <D a jti V -7-X'h ft . 
[ 0036 ] 

y rj - y^r y , ^'J7S1\ ^ttlfli^ fc'^^-ScS* 1 letf 

§ £ £ m * . 

[0037] 

-4 ^y^m^mm 1 5 x <y ? -x^-t^ciii^r ft -r t ars ft . 

[0038] 

■7>y^X(i:, 50~~150°C. if £ L < {450~130°C, «fc 0*f 4 L< (i50~~110°C, #t65~8 
5°C^(7nil^a»filt : dsc iZ i. e— ^fflfllfc <t oTilJg 1 7^)11* (mpt) £ & fcfctf & 
^^r^. ^cOmpt#>150°CT*ft^, ^t^^EPS'J^^ffiffl^ft^r , ffiiStfcttft 
*M#tt(±fflMT*feft 0 -ec9mpt#<50°CT"&ft:*3\ h Wlf^SStttiM < » 

[0039] 

h^-^S^-rft7t^*%BJ^^^^ft®«tfc^T. 7 7?xii if4L<ix-Y^- 

y&ftMm$u*%feikZiifz**nftwmtLxmm-&, -i *>&zmffimi&. ? 

t |s) kttmT-yty&tfzteX^Ti-ym Z^-th . fflm^ov 7?x^f^gg 

{4. #ft L<{4100nm~2/ J tm. j: Dif 4 L< ii200~800nm, fit if 4 L < <4300~600nm. 
!»tC350-450nmT'^ft o V7^X«tl ^^%^Ji^-aLTl^$fLft «* o 
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[0040] 

"7 ■/ 9 xti b-^-tft F.* y-c^fi-r-^^ Tab 0 „ £ <r t A vvyf-teptA x\%% 

mmmt. Coulter LS230/*— x 4 9 )V ■ tM X ■ T^-f iFd-— 9*— B*f) ClotI 
JgL/Sfl"?'^. (volume mean) T$>& . 

[0041] 

V-y^Xti:. f£S^t!ffl7y?X£#tf it ^till WtC%m?7>y9X{ 

fzbZ-l£tfV^Uym., fzt £fcfPolywax(]gffi)400, 500 , 600 , 655 . 725 , 850. 1000 
. 2000&V3000. Baker Petrol i telD ; v 7 >f >"7 «y ? ^SWO £ H 2 1 fr^WLm Ltz 
7y?X. fci iJi'Fischer-TropschV-y ?X. tzb i.ii'Paraf 1 int(MI)C80S.tA'Hl . Sas 
olM; xxf^V-y^x, 1 1 i)i'*;lt A'SV't y ^ >-V •/ ? x^: 7 ^ x 
; T5 v 7 xmfilZZK^m&yilifimf t>tlh , SH&mVvPX, ^CFischer- 
TropschV -y 9 XRW^7 7 4 W -v 9 Xififfi ± LV^ Fischer-TropschV -y^Xi #/W" 
^A'7 7 ^XWI^ft, 4tii^7 7 4 yV>y?Xb#/U^A7>y;?Xfc<0iE^-!Bj2: 

[0042] 

ttMi: «^:Tc7)7'V y Kmf<7) h i—m^f ) £<-X LT 1 ~30fflK!^* t < . 3 —20 
§!Jli ; ffttJi^^;H--X5g#(oil-less fusion) ^jSflJfc^S. 777X«l/^M>'iSt 

-t s i t & nm^m^Tfo o , v «y ? x^> ^-oaiHfcsatwtcfipfis l& v wt>W£ l 

[0043] 
[0044] 

"vfXOiazeNi, ASTM D1003^-?T. t ^{i'Minolta CM-3600d=5r£V)3r 
3BKSfr£flM LTfflW-S. <! £ . l.0mg/cmicr>$l$ffimz$Hf&^ XJ440* 

ffiT$>&COtf1&i L<, 130tl60r^#S«^fe(tS«Oi:t(i^<T1.5T-J f ,-l><7)^*f 

[0045] 

Tl . Omg/cm 2 OEPffl^S tCfc ft 5 ^-f X{±40UHTT'3b *) - 130 160 o C^^#?SStCi3ft & 
ffi«0Jt(i^<T1.5. Jf 4 t<ii^<T1.3. i OJffilXHSKTl.yCfci, BtflBTn 
-bX^^ffi-r^. *TD-feX(cfcttl.S*aS{i:. l^S^ i 9A4^>fX><-^5r< t 

[0046] 
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MbLZte, Pigment Bluel5:3. Red31. 57, 81. 122. 146. 1474^3:184 
; Yellow 12. 13. 17. 74. 1804 1Z\Z\85tfmf $>tl& . h 1 ^— ^iSJaf-S.^ttSV^ 
. #fe^JSr . ffigaMff 4 L < (2<300nm. cfc 0 if 4 L < {2<100nm£/h$ < tth 4tM *V 

«^^±0^-^^>-tt^avgtt^Jt^^-S«*W4Lu» ?)V*=y 
L**L X^-y h^5-(s P ot colour)4/Si4^X^A^7-ffljt^MLTii:#S 

IWJii y^-«Jl)atP7-y^^fc|!8U-C±3*tf>fflii8SffiW^>R— 

[0047] 

±iacOh^— i±. J; <0 £ t>lZ^WfflWlffl(WM®mftL charge control agent 

§&C9|gl*. 7iy-;HSIg^W^ixl»o 0!l£LTii. Bontron(MI) E84. E88. E&9R 
W21 (Orients) ; Kayacharge Nl. N3S.VN4 (Nippon KayakuS) ; LB147 (Japan C 
arlitM) ; TO-105(HodogayaW#WS>ft4. i^^iiR^^T'MW^t'igj^rS 
ifci^S*. mflBCCA2:^gp*^mDP-rS^. ifi^itS^V^"-. fci:i(i"Nara 

-»t LT. if 4 L<(± f >^ -y r-^-^i: LTiSJlIrt-iit*^**. 
[ 0048 ] 

[0049] 

*miiA{4. ^soy-y^x^iMtwsmro-texsrffiffl-r^.r^tzi^-c. ±ie« 

ii. ^v^X^jg^ffit ; 

i i i . m&Mfflmzmm t ; 

o 

[0050] 
[0051] 
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. f « i 3 ^7"o-b^TO7 7 ^ X^tScOilii; , #?s£L<fi. 777XH 
[0052] 

[0053] 

IELvvftffi#W£$*ifc£>, ££>*IMfc*S&fc:jS£L 

[0054] 

h-^— CO^{i. 7n- ■ ^-fM 9fV ■ A* — -J ■ T-Ty -1 -*f (Sysmex FPIA)£ffiffl 
[0055] 

SFlfi, SFl=(ML)VAX7r/4Xl00 {i^. ML=b-?— Ofltf-RST'&O, A= 

[0056] 

TT^Rf^iSL SF2«. SF2=P 2 /Ax1/4ttx100 {^tf. P= h^-— fe^OJlffliO^Sr^) 0 . 
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[ 0057 ] 

SFlt±. «^fe^*WR|(ETft6(100WSF«iSBBTft4). SF2(±, HH¥i#««R 

h tf*fg«iW ? V - - > ^^KSttffl Uflrt *r y v * - i (i 3 tr-Uffl fcKfr § *t 

STUV^— S^flWH-fS^-. ^}f^+3]Hc^(off-spherical sha P 
e) SjKSW-* £ i: L, < „ ££T'¥%*RJK(±0.90— 0.99. #F4 L<i±0.93— 0.99. 
i *)■&& L< (±0.94—0.99. i L<(±0.94— O^T^D. <I ,H TSFU±105— 

165. #?AL<(±105— 155. i 0*?* L<i±105— 150. § £>(Cj: K>tt£ L<(±105— 145T' 
$>"9. <i;T"SF 2 (±105—155. #4 L < (±105— 145. i OSFA t < (±105— 140. ^(ci 
0 il 4 L < {±105— 135-C& h „ SFK±Wtffi L<(±130— 150T* 9 . mz»hiI±L< 
l±£~C 135— 145T"£> I) . SF2(±#t;*FA L < (±120— 140T25 0 . fc#f 4 L < (±:£T 1 

25— 135T&.&0 # T 4L<(±. SFl>SF2TS>So JtSFl/SF2(±. Iff 4 t<(±1.05— 1.15T& 
0. ± "3Jff*L.< (±1.07—1. BT'&O. 9*r4L< (±1.08— 1.12T&&. 

[0058] 

blzX ~? XWim-t h H t £>T*c? h . IE^r LT V^V ^-<7)BET*HW(±0. 5—2. Om 2 /gf 
35 h comit L < . #T A L < (±0.6—1. 3m2 /gT"£> 0 . J: "9 U A L < (±0.7—1 . lm 2 /gT"& D 
. S^tCi^lff* t<(±0.9— l.OiVgT**. rR6-l/CV*3r^ : unformulated j fc(±. 

[0059] 

LT. ^**^^f^4/c(±4'rBl^SE^^l'b^ : t<(±c?-^-/\S.t/'. Ss^^h^ 
L < (± 9 - (.mm- h ) j&» £f#*^ ft v £■ 4- z_ . MtX (cHfftte^fl 

[0060] 

7-h'-X(^tilJ7^ y;l^£<±:7/iy*n^y v-£-X) . m/x^-T U yBt^S 
(f v 7 *^(±v' l J3-y^ l Jv-i;«Rie(cj; , 9 fc-fiikJ&^SS. iS 

7KlbS(hydrophobising group)COMk LT(±. T/^ d f7W^^^ ; 7y^. TU— /kADy 

^-/Uiy 9->? y . y ^ ^-;W*f U iy n y 7 ^y<-?-/l->'^n7 i b^y'ndr 

Hfy^w^^i-So ffiosbk-faikLTfi. T5>-5t^(±r>'^- f >As$r#*-ri,i»co 

[0061] 

K^Ktty' U ^?^OMt L*C(±. Nippon Aerosil. Degussa. Wacker-ChemieJtt/Cabot Co 
rporation^^TfjIR§tlTV^t<50^W^aS. ftfre^^llh LT(± . ^f-^^'^n 
Vis^ytcOfcKitZi. t)W8&Ztltzl>c?>[fzk. X.(f Aerosil (MDR972. R974&T/R976. De 
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gussa»] ; ^;*^/M?y^U^y 

fg)RY50. NY50. RY200. RY200S^.t/R202. DegussaXQ ; \W +)WJis*y J fVh ORJE 
t±Di^Sft3tfc^[fcf:JtlfAerosil(ffiffi)RX50. NAX50. RX200. RX300. R812&t£R81 
2S. DegussaSD ; T^^S^^k^RJSt:: i OSBaSfUt fc <7D(>fc k ttfAerosi 1 (iSl 
«)R805&tfR816. DegussaM] ; Mtt^^^f^y^nfh^yo^t^RtEt 
i KlM^tLtzhCO [3tki.(fAerosil(ffiM)R104St/R106. DegussaM] fl^tffefti. 
[ 0062 ] 

ffiffl3*Ut^!;^^±=5rtaSl4. M^5— lOOnmT'*^ If* L<i47 — SQnm-CfcSo 
^U^^BETaaffllli. 20— 350m2 /gX'fo "3 . jff * L < 300mVgT* § . »*<Z>affi 

k COm^h^COM 4 L^Mk LTJi. Aerosil(ffifI)R972^L<{iR812S(DegussaM). 
t?t(i:HDK(MI)H15^ : t<(iH30(WackerM) ; t Aerosil (MDRX50. RY50(Degussa»D 4 
fcJiHDK(ffi«)H05TD s H05TM^L < (4H05TX(WackeriB#&& o -fft-f tl<^mMMl±. hi^ 
-£^-Xk LT0.1— 5.0S*%. if 4 L< ii0.2— 3.0fi:ttL J; Off 4 L< te0.25— 2.0 

So 3tfci(fAerosil(ffi«)R812S^L<J±R972 s 4fctiHDK(ffi«)H15^L< (iH30S^— 
^SFBTffiJHU ^#^S5lJffl[^k^{fAerosil(ffifI)R50S : L<(±RY50. *fc(iHDK(iS 
fl) H05TD . H05TM5g L < (4H05TX^ — d £ #^tT £ S^ft^ffiliaBTffiffl^r S Z k ifiT S 
*<Z>±3=«frS\ ^-^im b Tvh^^WJ0.2-3.0Sfi%. ff 4 L< (40.25—2. OS 
JK. ^-^S^T^ti^^MMO.l^.oaM^. ff4L<te0.2-2.0M%£ffiffl-f 

[ 0063 ] 

^I^ftK^oTi^fcct^, tztUiXV— KT8054fcliNKT90(Nippon AerosilS) 
[0064] 

HiDegussal^Aluminium Oxide CT*S>4> o 
S^U^k^^ — Tk^ffl^*?-ti:(3tfc £tS'R972. H15. R812S^L< f4H30kNKT90) . 4 
sWi^y*. ^^-rkr;I^S^k^ffl^Hi:(fcki.{fR972. H15. R812SgL<J4H30i:NK 
T90k Aluminium Oxide C) iWtt&MPR 4 L^<I k #*^V* 0 ±IB^#D< =3r>- U 

^k/h$^^U^k^ffl^^{4. f-*— 7\ T^5^4^(if*^-TkT;kS^k^ 
7V >- F tfi^ttffiflatS - k &T£ & 0 
[0065] 

awasjiffl^if 4 l v . arco vxhcr>i>e>: 

»7M^y#k. iS7Mfc^-Tkib^ ; 
±k<?> r k § k /j^ss^ ^ y * ^a^^^ * k . ^rt 4 tz \t 

[ 0066 ] 
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*&#t*tiihtzmM-t&z.b tress. ^«m»m. h-r-cD^mis^ttzimm 

[0067] 

t X_H'Henschel 7*l/y^-, Nara Hybridiser47tt4Cyclomix7'Vy;5 7 ''— (HosokawaS) 
[0068] 

i) ga^Jlf«n-7-tl+J;7->-Ki:S:-ir*-f--l>(-t : i-^*>, h -J— b 
h ; 

iii) 3EaE*3&sSfW»S¥BW;J: 0flF«S^-5 ; 

lv) m&mzmtt&fr. ttzammi&mt^ttit ■, 

[0069] 

yy-thffijj. fcu'izMM^emumizhti^xitSLZfu- p, 3K«n-5-»t*jeaMte 

[0070] 

fzimmmwxmmT&fz^im&cowmy'v^xx-fo^x. MfBrn^x(i±ie« h 

[0071] 

Lf^N°— fey hx- 

[0072] 

1 . 7f -y^XcoKjt 
1.1. 5f ••/ ?Xa-lc^j£ 

fi*%k 2-t Fndr^x^/l-^^^ 'J — b (3. 5M.MX) BCtfT 7 'J;l/XXf)Ryv-(l 
3.3IK)?i-)ft. »ilH8T>'*-^A(*yv-(d^U0.5aK>*BIRWnf: LTSffl 

l , tt-A&mmma. mm) <ou^mimmmmit lx mm tfz . wwia 

RLM100<Kao®L t/7-(;^L3.0llX)Tl>o^„ X7fy g >-(iSfg93nmT$) 
0, Tgiti|lbS(5%3SjeK!W:dscTaj0Ji5rc"C*ofc. >KUXf-U>WC<OGPC^ 
#P&>£>. ffiJ§il4Mn=6,500. Mw=14,000. Mw/Mn=2. 2T#> -3 £ . Hfr^MtiSOfiffiKTS) o 

Ac. 
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[ 0073 ] 

1.2. y -/ 7 X^CD^ffc 

xi-u ycou^j^9o. mmxTT 9 y ;nxf/R y ^—cov^vm. rnit* -> tz 

b(3.5S*%)^Mfi|5l^S HzLfZo X7^y h > tmfl88nmT;* 0 . Tgt=^ 
fel * (7K^ffiS*f+ : dscTlPJJS) ^65°CT*$> o . ^'JXflz VS^T^GPCfrflf . 
fSfJ§H(±Mn=5,100. Mw=12,800. Mw/Mn=2. 5Tfo~?fc. ISft:^*(i30fiSXT'$>o3t<> 
[ 0074 ] 

1.3. 7f 'y?.Xa-3^)M 

fSfl§ti:Mn=5,100. Mw=13,000. Mw/Mn=2. 6?ftoft e @#^**fi30fiM%Tfco^ o 
[0075] 

1.4. ^T-^Xb-ltfO-^Sc 

mm. 5mm%^mm uxrif fc . Mir y^-^ a y lto. 5ss%) £HS46 

mtLXimt, ^ffigffiM{iAkypo(^l)RLM100(KaoK. ty7-fc»U3ll»t 
[ 0076 ] 

i^-b(2.5%)st^ry 7 y^xxx;^yv-(i5.0%)T^^fc o isyv-a«i 

l^y(73.85SS%). 2-b Hn^yxf;^ ^ y K6.25««%)at/r^ 'J^xXf 
A^y^— (19.9fi*»T*ofc. XV;^^3>-£7)e@{±78nmT-^D. Tg*ISj£(^il?£Sc 
: dscTlfflJ© Ji6TCT* o Jfc . *° »J Xf^ y II^T'WGPC^fff^ . Mfli(iMn=30, 0 
00. Mw=249,000. Mw/Mn=8 . 3T* <o e 111****1 i40fi*%T* o £ . 
[ 0077 ] 

1 . 5. yr^'v ?Xb-2C0S$L 

7T7? Xb-1 f:|5|i(:LT7f 7? X ^ffiit t o x^/^ 3 y(ieS79nmTfc0. Tg 

. SHg(±Mn=31,000. Mw=252,000. Mw/Mn=8.1T^o^ 0 H#:^*M(±40«fi%T'fcofco 
[ 0078 ] 

Pigment Redl22[Hosta P erm(T§?fI) . Pink E. ClariantM] 0>frffiEi8£ffiffl Lfc <> Hff 
«s frftffJi: LTAkypo(MI)RLM100(KaoS)&VSols P erse(MS)27000(AveciaM) (* 0| J 

v-^M)t-^t-X5;P^ffifflLT7]c*Tf^U/'c. 4tt^)WB*W*ti. 22. 
[ 0079 ] 

Paraflint(MI)C80 (Fischer-TropschV >y SasolSS) i: fiJV^J^V v ? XCT>m 

[ 0080 ] 
4. b^-Kit 
4. 1. 1 

^7 x vyxa-l(7150g). 9-r*y^^b-l(825g). V v ? X^fM(1429g) . IIS^i&«(4 
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75g. 105g<7)Pigment RedmSrl^D.&.f/Bontron E88(308g. Orient. Bontron E88 60 

g*#*)fttf*(19830g)fc»£U *ffl,fc. &K£40°Cfc±(f fc. S^LfcJttfcS** 

Rf5*1^^;cTpH£2.5fcTtffc. ^V^T«*55°Ct±if. 1 BffifflWfcttttLfc 
„ y^A r 1 ^^;^y-b*yx^^.-h(10»§M750g)^§?«5r^JDL. ftTKBKt-t- 
b U ^ A jgffl&S&HH L T , pH £ 7 . 3 £±tf 7> . &t ^TiSS £ 120°C t±HT § t80^H9 . 
fWFfcMRLfc. Coulter Counter (|§m) #8f#"=> . 3 Pf^SBPKffli8.7jiii'Cft 0 , «** 
GSDJil . 25T* S £ i: PJ1 L£ . JWMMttf . b ffltt- «M Xtofff? 
* 0 . ^+3r^*^(off-s P herical shape) T$> & £ fc*q9fiHtfc. 70- ■ -r-f ? 
/b- T-b^-f' (Sysmex,FPIA)c^#r^, T^RJKJiO. 95T'35S £ i: 

[0081] 

„ KVX^VymW'lZlftthGPCftffifrih,. Mn=3,500. Mw=50,600. Mw/M 
n=14. 4T» £ £ fc 3&«riM Lfc . 
[0082] 

(TEM) fc i * & . b + - tf»(c V -y ? .X b' ^ >f > ^Sfi* 1 * § tL . 
^^H^^f>^^Xii^l.0~1.5Atm-r'fe-3J^» BET^BWfilJS*^. &^(2Hufmo.85m 2 

[0083] 

b"?— CO— gP^Prismyv-y^'-T'O. 5*M%«Aerosil (i§g)R812S(DegussaK)HH<tti' 
U^fc^^KLfc. SEM^IffSWHm^W*^ , ¥^SFHliil33Tfe D , 50%«(^W^ 
ttOlfc&> ^ ) ttl29Ti6 6 £ £ *tfffl L £ . iJc^T b * . 7 a -if- ( f user ) £ 
■rifcftfcrSSELTJJivfc— t*ty?n-AT'J y?-T'EPJ9ILT. 2ft&iiB{fe£E|JJ9J 
^S*(unfused)Epfflft<501?-yr;N±. 7°U y^-SrSSeHBi LT 1.0&tf2. Omg/ 

[ 0084 ] 

— ftmm^JiVl'X • 7a-f- • O— 5— 2rfiHi.JtdEA Fuser-Fix 
ppmtCfg?EL. t-A-\ 7 F ■ /ny'i??- £|<7)b y yX^TVyis— (transparency 

: 0HP*S)-CEPHt3tiHfiltc:BltT{il0pp«tcSSt^:. ffit b^yx^rb-y^-cow^r 

CtStt^fflaiSlfcWLTli, -y b • 5T7-fe>y b fcg60!>S£ff & i>175 s ClilT(^L/i* 
[0085] 

T^-HcEPMJlO^iS^/^yT/^ ASTM D1003fcfi£ot\ Minolta CM-360 
Od Haze Meter Srffiffl LXMMLtl. te££rSlH=*f\ 
[ 0086 ] 
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^■-f x %(h) 




lmg/cm2f=pj|lj^^ 


2 mg/cm* P[7 M & & 








130 


29.3 


42.5 


135 


25.6 


42.9 


140 


27.1 


40.8 


145 


26.8 


42.0 


150 


26.2 


40.4 


155 


25.1 


38.8 


160 


25.5 


39.5 


165 


24.4 


40.8 


170 


23.4 


40.3 


175 


23.2 


40.0 








-^-f X tb H(130)/H(1G0) 


1.15 


1.08 

™ 



[ 0087 ] 

o 

hZ-jyx) — /H-£. lOOOIJcO-r^XhEPffl^TOMf^Srlllifet. 
[0088] 

3000H^EPffi'MW^ *«#:tc{d:Bjto1PSOJlft^. Ml*f«7 ^J^MWi 
4. 2. h^"— 2 — 7 

^If^ht-triLtffiffl Lfc5f "/ ^X^^2 b^-ii. 3.5SS^Pigmen 
t Redl22t, 2Mi^E88 CCA t £ h^— crtj^mi^ti^tl^^Zii^ 

-f &;b*>flM3sJn£ l J t 0:7V y KfT) r- Coulter Counter (iSjfl) . 

^-Vl00//ra] , T%«FqS(FPIAaiJ® aVBETHSm*)PJJ5EL^, 
[0089] 
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^-x h-f- tf-m$,coms hi— o tit : 

?A~r\ : /\M&MMk is ] J i] (BETaffiW220mVg) ; 

9 4~7°ll : /.NKfflfcMti' U * (BET^fflm220m2 /g) t :*dBgBfcMfci' 'J * ( BETHHH*!? 
50m Vg) t<?)iM^„ 
[0090] 

&\ ^T'SFlfit SF21I t%?-4y°l h 1— TMfe L-tz „ 
h 2 — 7 £0#tt£*l 2 cc^-r . 

[0091] 
[f!2] 

M 2 







Dv50 
(ju m) 


FPIA ft 3£cD 

^ — * h -r 

— <D ^ t$] M 


— <D SF1* 


@a -a- h -r 

— <n SF2* 


^< — ^ f> 

"f~ — <D 
BET MM 


















2 


a-2 


b-2 


8.1 


0.91 


152 


150 


1.5 


3 


a-2 


b-2 


7.9 


0.95 


142 


128 


0.9 


4 


a-3 


b-2 


8.2 


0.96 


111 


118 


0.7 


5 


a-2 


b-2 


6.8 


0.91 


152 


150 


1.9 


6 


a-2 


b-2 


6.8 


0.94 


139 


128 


0.9 


7 


a-3 


b-2 


6.8 


0.98 


116 


117 


0.9 



[0092] 

>?-%:m%W± (crash-stopping) LTt!l/£L£:, £ff fls±e9ft;lt2 . 7 j. -if— 1ft 

-<7)TEf(^^o 
[0093] 
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[SB] 







OPC h3CWfo^<D 








2 


i 


94—96 


2 


ii 


87—94 


3 


i 


99—100 


3 


ii 


95—97 


5 


i 


94 


5 


ii 


93 — 99 


6 


i 


97—100 


6 


ii 


— 100 



[ 0094 ] 

vksnmpmm £ *> ^mit v his wi 6 x-$> s^t . m^zx-ox 

Wis J:Hffii\ 

[0095] 
[0096] 

ixid. ^mm^zm^ ^tL^fi<nwmt. mzumhtzvm . n—. mw&tzit 

[0097] 
[0098] 
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[ftffiB] *fr£l6¥l2J!9B (2004. 12.9) 

[#««iEi] 

fcg>c9 b -f— -5 T , HUia t 7-/^X{i50~150 ,> C<5OBl*^ : &L. iTOIB*? >y ?Xtt b-f- 
fi^ (f> £ 2 ju mJilTWT^lSM^ b' ^ A y T*#£ L . 

(a)7ow r 4 ? A- ■ >f * - v • T 1- => A if t J: 0 SJJJg L^ftrlS b t-Sf»¥*lS 
RK^iKK i: i>0.90T'& 0 ; 

(WMfEb-^-SE^JBttflaR, SF1#130-150-Cfc <0 ; &tf 

(c) ^^i^Fl<?D^^ifcSF2Ci*tt-SJtSFl/SF2*n. 07— 1. 13T"#> & , HUlfi b -f— <, 
[|**IR2] 

Mieb-/— ew s F^pjfl&w>.93~ 0.99-T&6, m&si ^taf^b-f-, 

[fS*lR3] 

mrlB b -f- S^T^KPM^O. 94— 0. 96T2b & . M&9 2 t;IE»W b^f- „ 
[11*114] 

Atria h cdsfi*^ < t U5x-h h . 11*11 1 — 3 cov v?*^ 1 mzWB?> h-f— 

o 

[|**IR5] 

frie b •f—m7 L <7)snm35—u5commx-fc s , if *ii 4 tie^o b -f - . 

2 jumVXT^mM^) h^A yt« t . 

(a) 7 o— ;\°— f - 4 9 )V ■ A * - V ■ A if £ i 0 S5t Lfc IfflE b -f-^O^K 
R^'0.94— 0.96TJ6 0 ; 

(b) «HBh-^— e^JRttfiBR, SF1#135-145T& 0 ; at* 

(c) SFl>SF2-C"J)S, fflTfEb^— . 
[11*117] 

mTlB b &T*3SP2&m~~ UOCDimX'fo h , M&£ 1 - 6 «OV vffu&» 1 :>Hfc:iE*&Z> 
[fl*If8] 

Ml E b K-?<7)SF2^125~ 135tf)S!HT& S . ff*II 7 fclBtfccO b -f - . 
[ff*lM9] 

Hfrtay >y ^ x^Mie b -f-tf iz^um. 5^miy.To f^< >r >-TTStfs , tmm 1 — 
[ff*mo] 

«7T-v^X^^^3tStl-S>. H*IIl~9cO^-rfL^lII^IBa«b-y— o 
WIB^y^-^VbO^M^tf^^'ffi^affillT'S. 0 , 3000—10000^^%^* 

^w-r-s, i«*ni oKiattE^b^— . 
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m&<4 =E— *7HMft&*100. 000—500, ooo^m^jwhf***^* , n*« i o x«± 
1 1 cowf*^ l if^iBtisco hi— . 

h 4 ^ ^ U h k , (iii)t Hn^i^TSItT^ 'J L— h 4 tzli* 9 9 U 
-NCOrJ^y^— IfsRIIl- 1 2«^-rtL^lIItiatKc?3h^— , 

[ If ] 

1- — f £> o T , futB^y^-^iSO- 150'C^ll^^^rL. MIS 1 ? ■/ f^- 

* fc 2 * marn^mmn h*-( >vi?ie l , 

(a) 7 u-; t— r * 9 }V ■ 4 * - i? ■ T-f z> A if t= «fc 0 UfcME h ■^-StfWfcJI 
Pigff'Jr* < 1 1 0. 0 ; 

y)V0>ft=?m$fl5*?r9'h4?%:< t {.-lW5fy^Sttl.« 7"r ••/ 7 X^WS.W 

mt ; 

ii. vvtximmzmffiL ■, 
in. zfefflftms&mmL 

C 11*3115 ] 

friB^ y ^ - 5?7?x #3000— ioooo«ifcT%^M i w-r 5 . ft* 

if 1 4 fcfBfjcDTn-te.x, 
[ 1**3116] 

mria^e s*i— y )v<r>%^-m.cr> 7f7?x #3(X)o— eoooo^^^H 1 * £ *-r s . tt*ii 

1 SfclB^OTo-fe-X, 

ffirfav^ ; t— yjvvyvT-v ?xmoo, 000—500, ooooaa^a-^Ji a . if*ii 

14—1 6«v^-ffL^uitlBii^7°n-tx 0 

[|f*II18] 

ttrlB; ^ ^/UO 5 7^-y ? X #200 , 000—400 , OOOCOM&^ftTM. h . If 
1 7t~fBf5«Tn-feX, 
C If JftH 19 ] 

*flc*JI»fc$-*£4:&3£>fc:-frt*, lf*iI14 — 1 8cDV^-fix^liMt|Btfeora-feX 0 
CH*JI20] 

4: *S lf*iSl 9tiBtt«0Tn-fex o 

[|f*J!21] 

|f*Jll 4 — 2 O <7H Yf*tj&> 1 JftlBtKcOTP-feXT-ftoT. A'-f t-f MS 
Sr *-T £> Sffli * £ ttriB 5 -r -y ? X #>\ »&*ute 9 f- v 9 X imfotttf 'J v- 1 « 

fi&, mlBra-feX. 
[ M*Jf22 ] 

lf*iI14— 2 lO^-ffL^lJltlBttcoro-fextio-r^^i., ff«Bft^J|ff 

■t^tztbcoh-r— „ 
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